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338. Extraction method physico-chemical 
analysis. Korenman and Sheyanova 
(N. Lobachevskii Gorki State 
Anal. Khim., 1957, (3), 285-295.—The physico- 
chemical principles extraction systems are 
studied mathematically and also experimentally 
the use radioactive isotopes. Thus the extraction 
The concn. the two components varied within 
the range 10-* and the varied 
the use buffer soln. known amount the 
buffer soln. and then with water give vol. 
dithizone, together with sufficient CHCl, give 
organic solvent layer ml, the vessel shaken 
until equilibrium attained, and the mixture 
then centrifuged. The activity the 
filtered organic solvent layer determined, and the 
result calculated zinc dithizonate content. The 
results show that, independently the (4-2 
12), the compound formed Zn(HD), where H,D 
would represent dithizone. With and dithizone 
the composition the complex depends the pH; 
corresponds Hg(HD), acid and neutral soln. 
and HgD alkaline soln. (pH 
shown that the composition the complex 
between and depends 
the pH. acid and weakly alkaline soln. the 
complex has the formula and 
strongly acid soln. 


SMITH 


339. Thermal stability analytical standards. 
Duval (Lab. Recherches Micro-anal., rue 
Pierre Curie, Paris). Chim. Acta, 1957, 
(6), 545-547 (in French).—The i.r. absorption and 
the thermal stability the following substances 
were KIO,, NH,I, 
K,CrO,, KSCN, benzoic 
acid, 8-hydroxyquinoline, EDTA, and EDTA 
(disodium salt). change was observed with 
K,CrO, the compounds examined, 
only EDTA (disodium salt) had completely 
dehydrated ensure exact weighing. The temp. 
which decomposition sublimation the other 
compounds occurred are given. 


340. Theory action organic reagents. The 
effect increase molecular weight. 
and Zap. Saratov. Univ., 
1956, 48, 101-107; Ref. Zhur., Khim., 1957, Abstr. 
No. 34,645.—A study made the sensitivity 
reactions for the detection and with the 
iodides heterocyclic nitrogen bases and their 
N-alkyl derivatives, relationship the mol. 
wt. the reagent and the position the substituent 
group. series bases, the sensitivity the 


indicated reactions quite closely connected with 
the increase mol. wt.,7.e., increases with increase 
the mol. wt. the base, gradually approaching 
limit which characteristic the class reagent 
and the ion being detected. derivatives. 
The difference sensitivity between base and its 
N-alkyl derivative decreases with increase the 
mol. wt. the base. 


341. Rutin inorganic analytical reagent. 
Szarvas, Jarabin and Dede (Dept. for 
Inorg. and Anal. Chem., Kossuth Lajos Sci. Univ., 
Debrecen, Hungary). Magyar Kém. Foly., 1957, 
gives colour reactions 
with many cations. Small amounts 
alkaline medium give reddish-brown colour and 
acid medium, the presence persulphate, 
and H,PO, soln. give orange red 
colour. The sensitivity these reactions 
200 metal per ml. The colour reactions 
can made largely specific for the various ions 
suitable choice buffer, pH, complexing agent 
and order mixing the reagents, etc. Some 
these colour reactions can adapted for quant. 


342. Induced reactions cerimetry. IV. With 
Gopala Rao and Venkateswara Rao (Andhra 
Univ., Waltair, India). anal. Chem., 1957, 157 
(2), 85-88 (in English).—Oxalic acid interferes 
the cerimetric estimation indigo carmine. The 
induction factor increases with increase the oxalic 
acid concn. when the indigo carmine concn. kept 
constant, and decreases with increasing indigo 
carmine concn. when the oxalic acid concn. kept 
constant. Syrupy H,PO, effectively suppresses 
the induced oxalic acid oxidation, does high 
H,SO, concn. ADLER 


343. Simultaneous use acetic anhydride and 
mercurous acetate titrations glacial 
acetic acid medium. (Preliminary communication.) 
Gyenes (Anal. Lab., Pharm. Factory 
Budapest). Magyar Foly., 1957, (2-3), 
94.—A mixture the hydrochlorides tertiary 
heterocyclic amines and the hydrochlorides 
acetylisable amines titrated after acetylation. 
milli-equiv. the tertiary amine, set aside 
20° 25° for hr. with the acetylating mixture 
acetic acid (20 60%) acetic (20 
ml). When the acetylation complete, the 
soln. titrated with 0-05 acetic acid. 
The indicator crystal violet azo red, according 
the mixture the amines and the basicity the 


Abstr. 


acetylated amine. The amount the acetylisable 
amine can 25%, and under some conditions 
80% the total amine content. 


344. Theory visual end-point determination 
Khalafallah (National Res. Centre, Dokki-Cairo, 
Egypt). anal Chem., 1957, 156 (6), 401-411. 
number assumptions are made which simplify 
calculations and are admissible most practical 
cases. They are—(a) two-colour indicator 
being used; (b) the colours the free and the 
bound indicator must present ample contrast the 
human eye and must equal intensity; (c) the 
metal and the indicator must, for practical purposes, 
react only the ratio 1:1; the minimum colour 
difference distinguishable the human eye shall 
that which corresponds change from metal- 
bound indicator free indicator, vice versa, 
10% the total indicator present. this basis, 
formulae have been developed which permit the 
calculation limiting conditions for complexo- 
metric titrations and which allow estimation 
systematic errors. The lowest limit for the 
stability constant the indicator complex 
The stability constant the EDTA complex 
The indicator concentration must low 


345. Radiometric extraction 
Korenman, Sheyanova, Mezina and 
Ostasheva (N. Lobachevskii Gorki State 
Anal. Khim., 1957, (1), 
The principles three variants the method are 
follows. (a) The ion determined, labelled 
with its own radioactive isotope, titrated with 
soln. non-radioactive reagent, and the product 
the reaction extracted into organic solvent 
layer. During the titration the activity the water 
layer decreases and that the solvent layer increases 
until the end-point occurs. (b) The ion 
determined titrated with aq. soln. reagent, 
labelled with isotope, giving product which 
soluble organic solvent whilst the original 
materials are not. During the titration the 
activity the solvent layer increases from zero 
until the end-point reached and thereafter remains 
constant, whilst that the aq. layer remains zero 
until the end-point when starts increase. 
(c) Both the ion determined and the titrating 
soln. are labelled with their corresponding isotopes, 
and the product, but not the reactants, must 
soluble organic solvent. During the titration 
the activity the aq. layer decreases until its value 
zero the end-point and then increases, whilst 
that the solvent layer increases steadily until 
attains constant value the end-point. 
cations the first method the titration and 
with soln. dithizone, the solvent being 
are described. The titration can also 
carried out the use radioactive instead 
radioactive Hg. Here the activities both aq. 
and solvent layers remain unchanged until the 
whole the has been complexed, whereupon the 
starts react, the activity the aq. layer 
decreases and that the solvent layer increases, 
and the end-point the titration shown 
the activities becoming constant. 


346. simple chromatographic method for the 
detection loose addition compounds and unstable 
chemical substances and reactions. Decker 


2.—INORGANIC ANALYSIS 


(Physiol. Inst. der Tierarztlichen 
Hannover, Germany). Naturwissenschaften, 1957, 
(10), 305.—When stable substances are chro- 
matographed the two-dimensional technique 
employing the identical solvent system for the runs 
both directions, then these substances lie 
diagonal line. Should, however, one the sub- 
stances decompose during the run, then the decom- 
position products will not found the diagonal 
line but elsewhere. This procedure can utilised 
for testing the stability substance towards light 
radiation chemical vapours, etc. 
KAWERAU 


347. The behaviour complex ions paper 
chromatography. Experiments with oxine the 
mobile phase. Erdem (Inst. General Chemistry, 
Univ. Istanbul). Rev. Fac. Sci. Univ. Istanbul, 
1956, 21, 46-49.—In the Weiland reciprocal 
system which the concn. salt proportional 
the area the gaps the mobile phase front, 
oxine was used complex-former place 
amino acids reported earlier. With acetate 
salt, and dioxan-water (70:30) (90:10) 
solvent, plus 0-1% oxine, gaps were observed, 
but with oxine there were small gaps which 
were enlarged addition glacial acetic acid. 
Pure dioxan tetrahydrofuran caused gaps 
better definition. Uranyl acetate tetrahydro- 
furan water (60:40) gave quantitative gaps visible 
under u.v. light. Cadmium acetate with these 
solvents plus glacial acetic acid, with FeCl,, 
dioxan water (70:30) plus glacial acetic acid, 
sprayed with acetate, gave traces unsuitable for 
quant. measurement. 


348. Use organic-montmorillonite compounds 
gas chromatography. White (Dept. Coal 
Gas and Fuel Ind. with Metallurgy, Univ., Leeds). 
Nature, 1957, 179, 1075-1076.—The mont- 
morillonite clay have been replaced such organic 
cations tetramethylammonium and dimethyl- 
dioctadecylammonium and the resulting materials 
have been used packing materials for gas chro- 
matography columns. Benzene, toluene, hexane, 
cyclohexane and heptane have been separated 
such columns. The shape the elution curves and 
the heats absorption indicate that, with the 
paraffins, partition chromatography occurring, 
whilst, with the aromatics, adsorption chromato- 
graphy occurs. SLATER 


ANALYSIS 


349. Heating stream oxidising reducing 
gas for the qualitative analysis inorganic sub- 
stances. Benedetti-Pichler and Schnei- 
der (Brooklyn Coll., N.Y., 
Acta, 1957, (in English).—Prelimi- 
nary examination inorganic material the 
action heat, first air and then will fre- 
quently furnish enough information for the identi- 
fication major constituents. Acid-insol. residues 
can usually dissolved after reduction 


350. Paper chromatography inorganic sub- 
stances. Paper chromatography the metals 
the first group. Syoichi Yamada (Chem. Dept., 
Fac. Educ., Mie Univ., Chem. Soc. Japan, 
Pure Chem. Sect., 1957, (5), 598-600.—For the 


2.—INORGANIC ANALYSIS 


development nitrates and Pb, the 
use acetone ethyl methyl ketone containing 
decreases with increase concn., 
increasing extent the sequence Hg, Ag, Pb. 
and Pb, respectively (sample Their 
chlorides are dissolved 40% and developed 
with mixture ethyl acetate, 28% aq. 
soln. and acetone (10 5). 


351. Inorganic paper chromatography. Study 
the variations with the concentration HCl 
mixtures (1:1) n-butanol and HCl. 
Guedes Carvalho (Inst. Radium, Paris). 
Anal. Chim. Acta, 1957, (6), (in French). 
paper chromatography, with ascending develop- 
ment. The eluents used were mixtures (1:1) 
mixtures with and HCl gave two phases). 
Plots were made variation vs. acid concn. 
The most favourable conditions for separating 
elements the same group are indicated. The 
technique and conditions for improving some 
indistinct separations are suggested, and certain 


352. assessment the stability data metal 
chelate compounds with special reference ana- 
lytical chemistry. Crimmin (Dept. 
Chem., Univ. College North Wales, Bangor). 
Anal. Chim. Acta, 1957, (6), (in English). 

The results the potentiometric method 
determining stability data are presented with 
reference the metal chelates 8-hydroxyquin- 
oline and related compounds used analytical 
chemistry. The conflicting experimental results 
are thought due the inherent difficulties 


353. Methods isotopic analysis water. 
New liquids for the dropping method isotopic 
analysis water with deuterium concentrations 
100 atoms per cent. Shatenshtein, 
Antipova (L. Ya. Karpov Phys. Chem. Inst.). 
Anal. Khim., 1957, (1), 
the dropping method 1956, 11, 746), 
methane recommended for concn. from 
atoms and mixtures diphenylmethane and 
100 atoms High precision possible with the 
concn. near 100 atoms 

Complete isotopic analysis water 
decomposition iron. Shatenshtein and 
Ya. Varshavskii. 1957, (2), 236-239.— 
The water vaporised and the vapour passed 
over reduced iron give hydrogen and 
The Fe,O, then reduced hydrogen standard 
isotopic composition, and the density the water 
formed measured. From this and the value 
the density the original water, the isotopic com- 
position the water can determined. 

SMITH 


354. The determination the deuterium oxide 
content water means freezing-point deter- 
mination. and Fodor (Cent. Phys. Res. 
Inst., Hungarian Acad. Sci., Budapest). Magvar 
point mixture varies linearly over 
the whole range concn. Thus determining 
the freezing-point and using calibration curve, 


the composition mixture can determined. 
The D,O content each standard was obtained 
means density determinations. The freezing- 
point independent supercooling within the 
D,O the temp. measured within 
+0-005°. 

355. Spectrographic determination the isotopic 
composition heavy water. Yu. Dontsov and 
Striganov. Zhur. Anal. Khim., 1957, 
(1), 5-9.—The sample vaporised completely 
that errors due differences composition between 
the liquid and the vapour equilibrium with are 
avoided, and the vapour subjected electrodeless 
discharge. the spectrum obtained means 
grating large prism spectrograph the lines 
6562-8 and 6261-0 are measured. Standards 
covering the range from D,O are used. 
The relative error the lower contents and 

SMITH 


356. Determination lithium ores flame 
spectrophotometry. Poluéktov, Konon- 
enko and Nikonova. Zhur. Anal. Khim., 1957, 
(1), 10-16.—A flame photometer comprising 
monochromator, photomultiplier tube and mirror 
galvanometer described. Neodymium ruby- 
glass filters are used absorb radiation due Na. 
The sample decomposed fusion with KOH, 
and the soln. the melt atomised into the flame 
the burner. Contents Li,O (0-07 3%) 
ores can determined min. with error 


357. Chromatographic separation lithium and 


magnesium. Maslova, Suslova and 
Chmutov (Inst. Phys. Chem., Acad. Sci., 
USSR, Moscow). Anal. Khim., 1957, 
(3), 359-361.—On ion-exchange resin columns, 
e.g., SBS, and are adsorbed and can 
separated washing with 0-25 0-65 HCl 
first washing the column with 0-15 NaOH 
give the hydroxides and freeing the and then 
washing with 0-65 HCl give the Mg. 

358. Applications partition chromatography 
the determination minerals. 
Detérmination lithium, boron and beryllium. 
Agrinier (Lab. Min. C.E.A., 
Seine). Bull. Soc. Frang. Crist., 1957, 
80, 181-193.—The experimental techniques for 
partition chromatography are outlined and full 
details are given for the semi-quantitative determi- 
nation Li, and minerals. 


reagent for sodium. Dranitskaya and 
Dremlyuk. Ukr. Khim. Zhur., 1956, (6), 
823; Ref. Zhur., Khim., 1957, Abstr. No. 41,436.— 
thalenesulphonate (I) soln. containing Nat, 
there formed cryst. ppt., usually dark grey 
colour. With Nat the ppt. forms 
within min.; with lower concn. Nat, 
evaporate the soln. dryness and treat the dry 
residue with one two drops soln. The 
NH,+ and not interfere the 
detection Na+ when present amounts not 


Abstr. 360-367] 


times, respectively. The cations the second, 

third, fourth and fifth analytical groups interfere. 


360. Chromatographic separation sodium and 
potassium the analysis glass. Shchipa- 
kina, Nemirovskaya and Senyavin 
(V. Vernadskii Inst. Geochem. and Anal. 
Chem., Acad. Sci., Anal. Khim., 
1957, (1), 70-77.—The best cationite for the 
separation and RF, obtained the 
condensation monoresorcinol phosphate and 
formaldehyde (Trostyanskaya al., Usp. Khim., 
1955, 24, three methods tested, the best 
column RF, followed gravimetric deter- 
minations and the soln. obtained 
washing the column with HCl soln. 


361. Chemical analysis the use EDTA. 
IV. Indirect titration potassium. 
Taketatsu (Chem. Dept., Fac. Sci., Kyushu Univ., 
Hakozaki, Fukuoka). Chem. Soc. Japan, 
Pure Chem. Sect., 1957, (5), Potassium 
(0-3 mg) pptd. with Na,Co(NO,), 
the ppt. dissolved hot dil. 20) titrated 
with 0-01 EDTA, with murexide (0-2 indi- 
cator. The results compare favourably with those 
obtained gravimetric method. inter- 
ference results from the presence amount 


362. Rapid determination potassium rocks. 
Sh. Kurbanov. Trudy S.-Kh. 
1956, 176-178; Ref. Zhur., Khim., 1957, 
Abstr. No. 41,440.—Decompose 0-5 the finely 
ground rock platinum crucible with mixture 
CaCO, and NH,Cl. Leach with 
hot water and filter the hot soln. Add the fil- 
trate few drops dissolve small quantities 
conc. HCl and 10% soln. H,PtCl, slight 
excess that needed precipitate the 
orate the soln. water bath (not boiling) 
syrupy consistency. After cooling, grind the 
crystallised mass and wash carefully with small 
portions 80% ethanol. Dissolve the ppt. 
K,PtCl, hot water, and add conc. HCl 
and magnesium ribbon. When the 
magnesium has practically all dissolved, add few 
HCl When the reduction the 
complete, add dil. boil, and filter; wash the 
with water, and ignite and weigh. 


363. Use Complexone III disodium 
the chromatographic separation rubidium 
and caesium. Smirnov-Averin, Kostarev 
and Anal. Khim., 1957, (3), 
adsorbed column SBS (Na form) washing 
with soln. EDTA (disodium salt) studied 
means the radio-isotopes and 
The complex EDTA with stronger than 
that with and this fact can used for the separ- 
other chromatographic separations involving 


calibration curve. 


2.—INORGANIC ANALYSIS 


364. Absorptiometric method for determination 
caesium. Krochta and Mellon (Purdue 
Univ., Lafayette, Ind., U.S.A.). Anal. Chem., 
1957, (8), this rapid method for 
the determination Cs, excess 
acid soln. added the sample soln. and hetero- 
poly-blue colour developed reduction the 
excess reagent. The coeff. variation (based 
replicate determinations) was +1-91%. 
mg), F-, NO,- and coloured 
ions, but not Nat Lit. Procedure—Slowly 
add tungstosilicic acid soln. ml) with constant 
stirring soln. the sample (containing 
bubbling air through the soln. and allow stand 
for min. Centrifuge for min. and slowly add 
then add TiCl, soln. ml), 
dilute with H,O and measure the extinction 
725 cells. Calculate with the aid 


365. and 
agents for cupric ions. Ping-Shih Tien and 
Wang (Dept. Chem., Peking Medical Coll.). 
Acta Chim. Sinica, 1956, 22, 
phenyldithiocarbamate and 
hydrazinodithioformate have been found 
suitable reagents for Their aq. 
give dark-brown ppt. coloration with 
The limit identification with both reagents 
and but the chelates and can 
separated extraction with whereas 
that insoluble. The colour intensity 
the copper chelates obeys the Beer Lambert law. 
The suspension formed becomes stable within 
min. YuEN 


366. Methods for the quantitative separation 
copper from the elements the third analytical 
Nauch. Zap. Torgovo-Ekon. 1956, 
(2), Ref. Zhur., Khim., 1957, Abstr. No. 
established that for co-pptn. with 
(with H,S precipitant) the elements the third 
analytical group are disposed the order— 
plete separation from these elements the 
pptn. with H,S must carried out from small 
volume possible max. rate passage the 
gas. The soln. from which pptn. takes place should 
pptn. with oximes Feigl’s method the 
presence the elements the third group gives 
high results. the thiosulphate method 
separating Cu, which accurate the H,S 
method, co-pptn. excluded and the analysis 
shortened min. Some improvements 
have been introduced the method: before passing 
H,S the soln. neutralised with aq. 
solid added, the soln. warmed 
between 50° and 60°, (sp. gr. 1-07) 
added and the soln. vigorously shaken and boiled 
min. The normal method then followed. 


367. Determination metals with 2-o-hydroxy- 
phenylbenzoxazole. Gravimetric determination 
copper. Yoshizo Horiuchi and Minoru Saito 
(Chem. Dept., Fac. Engng, Iwate Univ., Moroika). 


2.— INORGANIC ANALYSIS 


Chem. Soc. Japan, Pure Chem. Sect., 1957, 
(5), 607-610.—The pptn. with 
phenylbenzoxazole (I) acid soln. more 
useful for gravimetric analysis than the pptn. 
basic soln. the presence EDTA (cf. Byrn and 
Robertson, Anal. Abstr., 1955, 556). The 
the soln. adjusted with acetic acid 
and acetate soln., with methyl 
orange indicator. The addition (1% 
ethanolic soln., 10°, excess the Cu) yields 
yellowish-brown ppt., which washed with water 
and dried 130° for 1-5 interference 
results from the presence common metal ions, 
including those Cr, Mn, Zn, Hg, Pb, Cd, Bi, Sn, 
As, Sb, Al, Ti, Fe, Ni, 
and the presence tartaric acid. The 
gravimetric analysis can applied copper 
alloys, aluminium alloys and steel. 


368. Iodimetric estimation copper 
presence citrate. Scaife (Low Temp. Res. 
Sta., Univ. Cambridge). Anal. Chem., 1957, 
(8), substances, such 
citrate amino acids, interfere with the iodi- 
metric titration The addition after 
the addition permits the titration made 
accurately much higher than its absence, 
and adsorption errors are eliminated because there 
pptn. cuprous iodide. Starch used 
indicator. the amount complexing substance 
great, the end-point must approached slowly. 


369. Murexide indicator the complexo- 
metric determination copper. Yakimets and 
Inst., 1956, 57, 106-115; Ref. Zhur., 1957, 
Abstr. No. 34,652.—Copper forms complex ion 
with murexide (I) over wide range 12). 
The sensitivity increases with increase pH, and 
ammoniacal buffer soln. the sensitivity 
depends the quantity buffer added. 
The sensitivity the reaction decreases with 
increase the concn. NH,inthesample. Copper 
may titrated with EDTA (disodium salt) the 
presence various values. The end-point 
per ml, and the range 0-1 700 
per ml. Interference caused Zn*+, 
interfering ions Ni?+ and not form com- 
plexes with EDTA (disodium salt) nor 


370. Amperometric determination copper. 
Khim.-Tekhnol. Inst., 1955, (19-20), 39-47; 
Ref. Zhur., Khim., 1957, Abstr. No. 34,682.—A 
method evolved for the determination 
allovs the amperometric titration with 
KSCN soln. after preliminary reduction with 
Na,SO,. Dissolve the sample alloy (0-2 0-5 
HNO, (1:1) (10 add H,SO, (1:1) 
(20 ml) and after solution has taken place add 
NaOH soln. dropwise till slowly disappearing ppt. 
aliquot add soln. Na,SO, till the ppt. 
copper sulphite first formed has dissolved, then add 
phosphate buffer soln. 7-5 (or neutralise 
methyl red), and titrate amperometrically with 
soln. KSCN. The equivalence point found 


368-374 


graphically. The presence Co, Zn, Ni, Pb, 
does not influence the results. Iron concn. 
about that the interferes. After 
removing the copper thiocyanate, may deter- 
mined the filtrate titration with 8-hydroxy- 
quinoline. established that the titration 


371. Potentiometric titration with ferri ferro- 
cyanide electrode. Determination copper. 
Teodorovich and Andreeva (V. Lenin 
Central Asiatic State Univ., Tashkent). Zhur. 
Anal. Khim., 1957, (1), description 
further work the method given earlier 
Abstr., 1954, 1463) presented. interference 
caused the presence certain oxidising agents, 
KIO,, K,CrO,, and and many 
cations. SMITH 


372. Determination copper solutions 
uranyl sulphate internal electrolysis. Menis, 
Manning and Ball (Oak Ridge Nat. 
Lab., Tenn.). U.S. Atomic Energy Comm., Rep. 
ORNL-2153, 1956, platinum cathode and 
cadmium anode are used. The method applic- 


373. Use thiazolidones and 5-aminothiazoli- 
dones analytical reagents for copper and silver. 
Birendra Kumar Patnaik (Mayurbhanj Chem. Lab., 
Soc., 1957, (1), 75-77.—Quant. techniques are 
described. Procedure soln. con- 
taining 0-6g AgNO,) added acetate 
buffer (50 ml; The soln. stirred and 
soln, 
The resulting complex warmed 60° for min. 
and then set aside overnight. The ppt. collected 
No. Gooch crucible, washed with warm 20% 
ethanol, and dried 105° const. wt. 
plex formulated The accuracy 
the method Procedure for copper— 
the soln. the copper salt added acetate 
buffer (100 ml; 5-2) followed warm 
soln. 2-p-tolylimino-4-thiazolidone, added drop- 
wise with const. stirring. The complex warmed 
steam-bath for min. and then set aside over- 
night. The ppt. filtered off Whatman No. 
filter-paper and ignited const. wt. The method 


374. improved iodimetric method for the 
successive determination copper and 
Wijngaarden (Lab. Anal. Chem., Univ. Utrecht, 
Netherlands). Chim. Acta, 1957, (6), 
516-519 (in English).—Values for titrated 
Bruhn’s method, and for titrated with thio- 
sulphate after addition were both 
low. The value for was improved adding 
KSCN the end the titration. The adsorption 
the Cu,(SCN), ppt., which was the cause 
the low results for Zn, was inhibited the 
addition MgSO, before the titration for Cu, 
and the quantity this ppt. was reduced adding 
the minimum amount KSCN, namely per 
Cu. the test soln. 
with NaOH slight turbidity, clear with 25% 
per Cu). Titrate the iodine with 0-1N 
till colourless then add the appropriate 
amount KSCN and complete the titration. Filter 
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off the ppt. and wash with water and 
Titrate the filtrate with after the addition 


375. Spectrochemical analysis with universal 
source unit. IV. Determination various elements 
copper alloys. Kazuo Yasuda and Kiichiro 
Amano (Casting Res. Lab., Waseda Univ., Totsuka- 
cho, Shinjuku-ku, Tokyo). Japan Analyst, 1957, 
(5), determination Al, Fe, 
and various copper alloys was studied. The 
intensity the source becomes constant after 
sec. preliminary discharge under the following 
conditions—capacity inductance 100 
resistance <10o0hms; voltage 990 V; upper elec- 
trode, sample plate; lower electrode, carbon rod 
diam. the top; exposure sec. The 
working curves (Al 3082-2, 2755-7, 3012-0 


and 2889-6 vs. are linear for 
20% Al, <12% Fe, Ni, and 


Mn, respectively. Samples obtained rapid 
cooling annealing provide good accuracy and 
reproducibility (standard deviation 3%), whereas 
those obtained slow cooling sand mould 
give less accurate results, presumably owing the 
large grain size and local segregation. 


376. New microchemical identification silver 
with Biirger 
(Farbwerke Hoechst A.-G., Werk Gendorf, Ober- 
bayern, Germany). Acta, 1957, (3-4), 
310-312 (in German).—The reaction between aq. 
ammoniacal AgNO, soln. and soln. 
(I) produce 
long fine brick-red crystals the silver salt 
dinitrobenzenethiol used both for the detection 
and for its quant. estimation the micro 
scale. Other heavy metals, such Cu, Hg, 
and Pb, not few drops 
ethanolic soln. are boiled, and the 
ammoniacal soln. the sample added dropwise. 
The immediate formation orange red 
turbidity, followed rapidly the pptn. fine silky 
orange red needles, indicates the presence Ag. 
The detection microgram amounts can 
carried out microscope hot-stage. 


Waton 


377. Amperometric titration gold with quinol. 
Zhdanov Leningrad Zhur. Anal. Khim., 
1957, (1), satisfactory results 
the presence Te, and Pd, can titrated 
amperometrically with rotating platinum micro- 
anode the use quinol. The medium 
and the potential vs, the S.C.E. 
The method suitable for concn. 0-2 
per litre. SMITH 


378. Determination gold refined platinum. 
1956, 57, Ref. Zhur., Khim., 1957, Abstr. 
No. practically completely 
pptd. H,S. interference the pptn. 
caused the presence Pt, other elements. 
method evolved for the determination small 
quantities refined platinum which the 
time for the determination reduced more than 
three times, and only fifth the weight metal 


379. The use 
analytical chemistry. III. Gravimetric semi-micro 
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Kumov and Sokolova Med 
Zhur. Anal. Khim., 1957, (1), 55-58. 


Inst.). 
Addition 
hyde (I) soln. followed aq. NH, 
70°, yields yellow green crystals the complex 
(after drying 110°), sol. conc. 
and, after long boiling, NaOH, and decom- 


posed heating with H,SO, give Its 
solubilities water 15°, ethanol, aq. ethanol 
and ether are 0-008, 0-038, 0-05 and 
respectively. For gravimetric determination 
Be, the soln. containing per ml) treated 
with five times the theoretical amount 
ethanolic soln. that the concn. ethanol 
boiling soln. mixed with aq. NH, 
until the odour detectable, the ppt. filtered off 
after min. and washed with aq. ethanol 
1), and the ppt. dried 110° and weighed 
and can prevented the use EDTA 
(disodium salt) masking agent. determine 
beryllium bronze, the sample (0-15 dissolved 
dil. HNO, and the soln. treated first with 10°, 
aq. NH, give ppt. and then with conc. HCl 
dropwise give clear soln. The soln. treated 
with water amount sufficient give 50% 
ethanolic soln. when the ethanolic soln. 
subsequently added. The further procedure 
described above. SMITH 


380. Spectrographic determination beryllium 
ores and minerals. Alekseeva and 
Rusanov (All-Union Sci. Res. Inst. Mineral Raw 
Materials, Moscow). Zhur. Anal. Khim., 1957, 
(1), 23-29.—The horizontal a.c. (Anal. Abstr., 
1955, 543) applied the determination 
with SrSO, and stabilise the temp. the arc 
and conditions evaporation, with felspar 
minimise differences composition the ores, and 
with BaCO, and V,O, provide internal standards. 

SMITH 


381. Sensitivity detection magnesium 
means iodine. Babenko (Chernovitsk State 
Anal. Khim., 1957, (2), 220-223.— 
With the reagents iodine NaOH, magneson and 
quinalizarin, the minimum amounts and the 
limiting dilutions for detection are 0-2, and 
The amounts and that can tolerated 
when 6 wg of Mg is present are much greater with 
the first reagent than with the Permissible 
ratios are recorded for Ca, Sr, Ba, and 
with each the reagents. detect 
the presence ammonium salts (limiting ratio 
with two three drops NaOH and then with 
four six drops iodine the minimum amount 
soln. The dark colour the soln. the ppt. 
NI, destroved addition one two drops 
H,O, and shaking. With much the 
addition NaOH, iodine and repeated. 
Addition iodine soln. then gives brown colour 

SMITH 


382. Rapid determination magnesium 


aluminium alloys the use EDTA. Shigeo 
Wakamatsu Seiko Ltd., Minamisuna- 


machi, Koto-ku, Tokyo). Japan 1957, 
(5), 295-299.—When aluminium de- 
composed with NaOH and KCN, only small amounts 
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together with Mn, Cr, Ti, Ca and Mg. The residue 
dissolved acid and made basic precipitate 
Al, Fe, and Ti. Calcium pptd. oxalate, 
Mn, and are masked with KCN, and 
titrated with EDTA. The time taken for 
sample NaOH (15 ml) and 20% KCN 
(15 Add Na,CO,.10H,O g), filter, and wash 
the ppt. with water. Dissolve the residue HCl 
and boil with HNO, (sp. gr. 1-38, 
for min. Make ammoniacal with aq. NH, 
soln. (1 + 1), add satd. ammonium oxalate soln. 
ml), adjust the between 5-5 and 6-5, and 
boil for 2 min. Add 20% KCN (15 ml), set aside 
for min., adjust the with aq. NH, soln. 
and titrate with 0-05 EDTA, with Eriochrome 


383. Rapid determination magnesia basic 
slag. Yoshihide Endo and Kunihiro Hattori 
(Fukiai Plant, Kawasaki Steel Corp., Wakihama, 
Fukiai-ku, Kobe). Analyst, (4), 
slag dissolved HNO, treated 
with ammonium oxalate precipitate and the 
filtrate titrated with EDTA the presence 
Na,SO,, tartaric acid and KCN mask Al, and 
Mn. The results compare favourably with those 
obtained the phosphate the oxine method, 
and boil with ammonium acetate (50%, 
ammonium oxalate ml) and water (100 ml) 
for min. Filter, and wash the ppt., and the 
filtrate add 50°, tartaric acid and 20% 


Na,SO, (10 ml), make basic with aq. NH, soln. 


boil with KCN (15 ml). Cool, adjust the 
10, and titrate with 0-01 EDTA, with Erio- 


384. Scarlet indicator for the complexo- 
metric determination calcium. Kuznetsov 
and Mikhailov (V. Vernadskii Inst. Geo- 
chem. and Anal. Chem., Acad. Sci., USSR, Moscow). 
Anal. Khim., 1957, (1), 59-63.—The dye- 
6-disul- 
phonic acid recommended for the titration 
with EDTA (disodium salt) the presence 
the absence Mg. used the same way 
murexide. gives orange-red soln. which 
becomes yellow the presence Ca. improve 
the contrast the end-point, methylene blue 
added. 


385. Determination calcium flame-photo- 
metric titration. Erdey and Svehla (Dept. 
General Chem., Tech. Univ., Budapest). Magyar 
Kém. Foly., 1957, (6-7), the pres- 
ence the emission the flame 
strongly depressed. When the molar proportion 
Ca*+ reaches the emission becomes 
const.; thus the depression attributed the 
soln. titrated with H,PO, soln., preferably 
time atomised the specially modified atomiser 
Zeiss flame photometer and determined photo- 
metrically. The results obtained are plotted and 
the inflection the curve where the addition 
does not cause further depression the 
emission) gives the result. A.G. 


383-389 


386. New spectrophotometric method for the 
determination calcium with the disodium salt 
and Vishnu (Dept. Phys. Chem., Indian Inst. 
Sugar Technol., Kanpur). Anal. Chim. Acta, 
1957, (6), 569-573 (in English).—The character- 
istic absorption the copper ammonium complex 
630 was determined and used together with 
the known constants the EDTA complexes 
devise method estimating with EDTA, 
the absorption changes the copper ammonium 
complex being used indicator. Sharp end- 
points were obtained only with high concn. aq. 
NH,. The calcium contents determined this 
method soln. known concn. were accurate 


387. Determination lime and magnesia iron 
ore with EDTA. Yoshihide Endo, Hidetaro Tani- 
hara and Kunihiro Hattori (Fukiai Plant, Kawasaki 
Steel Corp., Wakihama, Fukiai-ku, Kobe). Japan 
Analyst, 1957, (4), 224-228.—After dissolution 
the iron ore mineral acid, removed ion 
exchange, ether extraction electrolysis with 
mercury cathode. Any residual pptd., with 
Al, the addition aq. and plus 
titrated with EDTA portion the filtrate 
the presence KCN (masking agent for Mn). 
Calcium pptd. oxalate from another portion 
the filtrate and the the filtrate titrated 
similarly. There interference from Cu, Ni, 
Zn, Sn, As, Hg, NH,Cl, and NH,SCN 
under the given conditions. brown 
colour the cyano complex decays within 
min. the presence only small amount 
Ca, the addition makes for 
more rapid the sample 
mineral acid, remove one the three 
methods and treatment the aq. soln. with 
Filter, and dilute the filtrate 250 and mix 
portion with KCN (15 ml) and aq. NH, 
soln. (15 Titrate after min. with 
EDTA, with Eriochrome black indicator. 
Boil another portion with saturated am- 
monium oxalate soln. (10 ml) for min., filter, 
and titrate the filtrate similarly. 


388. Determination water gypsum using 
carbide and methylmagnesium iodide. 
Inst. Pishch. Prom., 1956, 18, 
Ref. Zhur., Khim., 1957, Abstr. No. 38,020.—The 
use methylmagnesium iodide and calcium carbide 
the determination hydrate water the gyp- 
sums CaSO,.2H,O and based 
the fact that the atoms the water molecules 
remain labile and react easily with form 
CH, and with CaC, form C,H,. The determina- 
tion active H.with CH,Mgl carried out the 
apparatus used for Chugaev and Tserevitinov’s 
method. The vessel with the reaction mixture 
warmed water bath 80° 85° till there 
change volume the gas burette. The vol- 
filled with saturated soln. NaCl. The deter- 
mination with CaC, carried out the usual 
method. 


389. Flame-photometric determination small 


barium substances containing barium 


sulphate. 
and Anal. 
Budapest). 


Pungor and Zapp (Dept. Inorg. 
Chem., Sci. Univ., 
Magyar Foly., 1957, 


Abstr. 


the sample containing 0-01 0-02 
BaSO, add purified SiO, (0-05g), 
ml) and oxalic acid this 
mixture dryness platinum dish water 
bath, add ml) and evaporate again 
and add and then evaporate again 
dryness, keeping the residue 200° 300° for 
min. Dissolve the residue, which contains 
about 20% HCl with warming and determine the 
The optimum concn. for the determination 
mole per litre. Some amphoteric metals 
and some anions interfere, particularly and 
known, add enough both the unknown and 
the calibrating soln. that further addition 
causes more change the emission due Ba. 
The interference H,PO, can eliminated the 
addition much The mean error indi- 
390. Potentiometric determination 
amounts barium nickel-base alloys means 
EDTA (disodium Ya. Polyak. 
Anal. Khim., 1957, (2), 224-229.—The sample 
ml, then diluted between 250 and 300 ml, 
kept hot for 1-5 hr. (most the and 
pptd.) and filtered. The filtrate, mixed with 
and diluted 300 ml, treated the 
b.p. with dil. H,SO, (1:5), and the BaSO, 
filtered off the following day. The ppt. 
treated the filter with EDTA (disodium 
salt). The BaSO, does not react with the EDTA, 
but impurities Ni, Cr, Al, and dissolve. 
The residue ignited 700° and then dissolved 
After sufficient time for the dissolution, the excess 
BaCl,, with platinum tungsten 
soluble SiO,, etc., not filtered off does not 
interfere with the titration. The method applic- 
able the determination 0-05 0-5°, Ba. 
SMITH 


391. Use disodium ethylenediaminetetra-acetate: 


(Trilon the emanation determination radium. 
skii. Neorg. Khim., 1956, (9), 2160-2163; 
Ref. Khim., 1957, Abstr. No. 41,447.—-For 
the determination ores, the acid soln. 
obtained after decomposition the ore 
and removal silicic acid, add 50mg BaCl,, 
heat boiling-point, precipitate BaSO, and RaSO, 
with excess 10°, H,SO,, boil for several min., 
keep for min. water bath and set aside for 
hr. Centrifuge off the sulphate ppt., 
wash with water acidified with HCl, and repeat 
the pptn. and from the filtrate. 
each ppt add hot soln. containing 
EDTA (disodium salt) and 10% Na,CO,, stir 
vigorously and set aside the boiling-water bath 
till the ppt. has completely dissolved. Transfer the 
soln. bubbler and determine the emana- 
tion method. Small quantities SiO,?-, 
Cl-, and not interfere the 
determination Ra. The time for the analysis 


392.. Rapid method for determining isotopes 
radium rocks and minerals. Chaikin and 
Gumbar. Sb. Vses. Nauch. Geol. 
Inst., 1956, (3), 131-133; Ref. Zhur., Khim., 1957, 
Abstr. No. reduce the number 
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laborious operations needed get into soln., 
use made the decomposition the rock with 
decompose the samples they are twice 
treated with and then with times their 
quantity H,PO,. reduce the leaching time, 
dilute soln. hydrochloric and acetic acids are 
metrically and the results this method agree 
with those Starik’s method within the limits 
the experimental error The method may 
used for the determination radium isotopes 


393. New method for the 
determination zinc. Pirtea and Stroe. 
Rev. Chim., Bucharest, 1957, (6), 
quant. pptd. with the sodium salt mercapto- 
benzothiazole room temp. The 
ppt. filtered off immediately, washed with water 
and dried 110°. The method applicable 
light alloys with Mg. SHER 


394. Investigation polarographic analysis 
the use complex-forming reagents. Determina- 
tion zinc the presence nickel cobalt with 
nitrilotriacetic acid. Genichi Nakagawa (Ind. Res. 
Inst., Prefecture, Chigusa-ku, Nagoya). 
Chem. Soc. Japan, Pure Chem. Sect., 1957, 
(6), provides distinctive wave 
nitrilotriacetic acid (I) and acetate 
10, whilst the wave and times the 
equiv. the Zn) disappears limit- 
ing current controlled and the wave 
than that the Zn, the wave height decreases 
significantly despite the masking action 
working curve must prepared with the same 


395. Separation zinc from aluminium the 
method ion exchange. Tsintsevich (Dept. 
Anal. Chem., Moscow Univ.). Moskov. 
Univ., 1957, (1), most suitable com- 
plexing agents for the separation and the 
cationite SBS are tartaric, sulphosalicylic and oxalic 
acids. SMITH 


396. Detection cadmium means p-nitro- 
Razumova (Leningrad Polytech. Zhur. 
Obshch. Khim., 1957, (6), 
(Dwyer, Aust. Chem. Inst. 1937, 26) has the 
properties indicator with three ranges. 
alcoholic alkaline soln. three forms exist. yellow 
form present over the whole range 13, 
and red and blue forms, giving violet soln., are 
present >11-65. The reaction with 
one adsorption. SMITH 


397. Formation some new complex iodides 
cadmium. Analytical applications. Bouilloux 
bis, rue Bérulle, Saint-Mandé, Seine, France). 
Bull. Soc. Chim. France, 1957, (4), 
series sensitive reagents for which precipi- 
tate where organic base, are 
prepared using esters amino alcohols the 
bases. The preparation these esters described 
has been determined for reagents prepared from 
the esters 2-ethylhexoic acid, 
cinnamic acid and acid; the 
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esters heptoic acid and octoic 
acid; and acetylquinine, respectively, with acetic 
acid, KI, and water. Zinc does not interfere 
1000 times the concn. Cd, and Fe*+, Ni, Co, Mn, 
Mg, Ba, Sr, Ca, Li, Na, Al, and 
not interfere 100 times the concn. 
the Cd. The use the ppt. for quant. deter- 
minations has been investigated, but the possibilities 


398. Polarographic determination cadmium 
red signal glass. Cioara and Cariadi. 
Usoara, 1956, (10), 424-432; Ref. Zhur., Khim., 
1957, Abstr. No. 41,449.—The determination 
red glass complicated the presence Se, 
which ammoniacal medium gives the complex 
The other elements which 
accompany not interfere suitable basal 
soln. are selected (KI, 
aq. Treat the finely ground sample (con- 
taining 0-06 0-6% Cd) with and 
HNO, (1:1); SiO, removed thereby and 
oxidised and passes into solution. 
Evaporate off the acids, dissolve the dry residue 
water, filter, and wash the residue. Add KCl 
remove Determine the calibration curve 
method the method additions. The half- 
both and one sample these elements are 
first separated. The decomposition the sample 
must carried out with great care, temperature 
decomposition the filtrate 
dryness and treat the residue with soln. 
and filtered off No. crucible and washed with 
and water. the filtrate add aq. NH, 
after which obtain the polarogram for 
with basal soln. NH,Cl and aq. Dissolve 
the HNO, (1:1), evaporate the soln. dry- 
ness, dissolve the residue water, add 
aq. NH, and Na,SO,, and polarogram. 


399. Gravimetric determination bivalent mer- 
cury with p-ethylsulphonylbenzaldehyde thiosemi- 
carbazone. Sumio Komatsu and Zin Hiroaki (Fac. 
Liberal Arts, Univ., Toyama). Chem. 
Pure Chem. Sect., 1957, (5), 715-717.— 
p-Ethylsulphonylbenzaldehyde 
ethanol) yields yellowish ppt. with 
the amount used should increased. 


400. analysis mercuric salts with 
EDTA. Determination mercuric chloride, 
mercury, mercuric oxide, mercurous chloride and 
ammoniated mercury. Nobuhiro Iritani, 
Tanaka and Eiko Sakai (Shizuoka Coll. Pharm., 
Oshita, Pharm. Soc. Japan, 1956, 
(9), are titrated with 
mixed soln. (0-005 and EDTA (disodium 
salt) (0-02 ammoniacal soln., Mg- EDTA 
formed when all the has been converted into 
the EDTA chelate. further addition the 
mixed soln., the remaining free react with 
the excess EDTA and the Eriochrome black 
(I) indicator changes from dark red green the 
end-point. Mercuric chloride made 
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basic with ammonium buffer and 
350 25°, aq. litre) and titrated with 
the mixed soln., with ethanol, ml) and 
methyl red ethanol, ml) indicator. 
Metallic Hg, Hg,Cl,, HgO and ammoniated mercury 
are converted into the mercuric salt with HNO, 
aqua regia. Interference results from metals that 
form stable EDTA chelates, but separated 
from them with Na,S and 


401. Gravimetric determination boron. Pre- 
cipitation nitron tetrafluoroborate. Luc- 
chesi and (Northwestern Univ., 
Evanston, U.S.A.). Anal. Chem., 1957, 
(8), 1169-1171.—Boric acid can determined 
the presence and weak acids and bases 
conversion into HBF, and quant. pptn. with nitron. 
Interference caused I-, SCN-, 
and Br-. The max. error 
replicate determinations was 2%. Procedure— 
Mix the aq. soln. (60 containing 125 250 
H,BO,) with 15% soln. nitron 5%, acetic 
acid (15 ml) and 48% (1-0 1-3 poly- 
ethylene beaker. Allow stand room temp. 
for hr., cool ice for hr., and filter 
through porous porcelain crucible. Wash the 
ppt. with saturated nitron soln. dry 
105° 110° for hr., and weigh 


402. Spectrophotometric determination trace 
amount boron with curcumin. Fundamental 
conditions the determination. Muraki and 
Kazuo Hiiro (Oosaka Municipal Ind. Res. Inst., 
Ooyodo-ku). Chem. Soc. Japan, Pure Chem. 
Sect., 1957, (6), 845-850.—Experimental condi- 
tions for the colorimetric determination boron 
with curcumin (J) ethanol were re-examined, with 
reference the ageing soln. and the influence 
common metal ions and mannitol. 
colour boron complex obtained with reagents 
earth chlorides decreases the extinction the soln. 

Decomposition graphite and distillation 
boron. Muraki and Kazuo Hiiro. 
1957, (6), 850-854.—When igniting graphite 
the addition Ca(OH), aq. soln., ml) the 
best means for retaining all the boron the ash. 
Apparatus for the distillation methyl borate was 
slightly modified decrease the vol. the distil- 
late, and with this improvement the use 4-0 
H,SO, and methanol suffices collect 
boron the first fraction absorbed 
saturated Ca(OH), soln. (10 


403. Determination the boron content min- 
erals the method neutron analysis. 
Khristianov and Panov (V. Vernadskii 
Inst. Geochem. and Anal. Chem., Acad. Sci., USSR, 
Moscow). Anal. Khim., 1957, (3), 
366.—The sample copper vessel placed 
between neutron source (Po plus Be) and scintil- 
lator detector containing (ratio ZnS 
with The results are 
affected the content H,O (effect 
standards similar content must used. The 


404. The use fluoroboric acid quantitative 
analysis. Gravimetric determination alkali 
metals borates, halides, nitrates and nitrites. 
R¥ss and Nilus (Dniepropetrovsk Inst. 
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Railway Transport). Anal. 1957, 
(1), nitrates, and salts other 
volatile acids are transformed fluoroborates 
when their soln. are evaporated with HBF, (I), 
and the excess volatilises completely. 
salts the alkali metals, except Li, with are 
stable temp. 200°, the use permits these 
Mixtures and H,BO, volatilise completely 
the molar ratio exceeds 2-5. determine 
borax, the soln. evaporated with and the 
residue dried constant wt. 170° 175°. 
SMITH 


405. Detection aluminium ions. 
Zolotukhin (Lvov State Anal. Khim., 
1957, 12 (2), 271-272.—To detect Al, the soln. (1 to 
ml) made markedly alkaline phenolphthalein 
indicator with NaOH, then decolorised 
treated with the presence Al, the soln. 
becomes pink and the intensity the colour 
measure the amount Al. With very small 
amounts Al, the excess NaOH neutralised 
the CO, the air shaking the soln. test- 
tube until the colour disappears. The minimum 
ference caused Cr, Ni, and Fe, and 
much Cr, Ni, Co, Zn, and the soln. 
treated with and aq. NH, and the washed 
SMITH 


406. Rapid determination aluminium copper 
Trav. Pays-Bas, 1956, (11), 1429-1432 
gravimetric method, applicable alloys contain- 
interfering elements (Cu, Zn, Sn, Fe, Mn, Pb, 
or Co), 1s described. Procedure—Dissolve the alloy 
(15 ml), add aq. tartaric acid (30 and adjust 
the with aq. NH,. the cool 
soln. add solid per alloy), 
shake well and add solid KCN (2g per 
alloy), dilute vol. per added 
KCN), add ammoniacal EDTA soln. 
boil for and add, dropwise, the warm soin., 
while shaking, 5°, oxine soln. Heat the mixture 
and keep this temp. for min., cool 
~70° and collect the ppt. 
After washing the ppt. with warm dil. aq. 
const. wt. 135°, and afterwards check the 
crucible for during filtration. The 
error variable, but does not normally exceed 
BAKER 


407. Detection aluminium alloys without 
taking drillings. Golubtsova (A. Baikov 
Inst. Metallurgy, Acad. Sci., USSR, 
Anal. Khim., 1957, (3), detect 
the sample treated for min. with one drop 
cone. HCl, and the soln., diluted with water 
(1-5 to 2 ml), is evaporated to dryness in a porcelain 
dish. The residue treated with three drops 
water, one drop conc. eight drops 
arsenazo soln. and finally with eight drops of 25°, 
hexamine soln. change colour from red 
violet indicates the presence \lloys 
containing 8 to 10°, of Al can be distinguished from 
magnesium containing traces of Al With alloys of 
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except that the initial attack made with aqua 
regia. the presence large amounts Fe, 
ascorbic acid added reduce 

SMITH 


408. Photometric determination aluminium 
slags copper and lead alloys with stilbazo. 
Yu. Fainberg and Blyakhman. Sb. Nauch. 
Trudy Gos. Nauch. Inst. Tsvet. Met., 1956, (12), 
119-129; Ref. Khim., 1957, Abstr. 
34,698.—Fuse 0-5 the slag iron crucible 
with NaOH and Leach out 
the cold melt with hot water, add conc. (20 ml) 
and warm dissolve the Make the cold 
200 and transfer 10- aliquot this 
flask. Add soln. ascorbic acid 
min. Add 0-2 NaOH ml) neutralise the 
ascorbic acid, followed acetate buffer 
bazo, and make the mark with water. The 
light absorption absorptiometer with green 
filter and 50-mm layer. Use comparison soln. 
soln. the reagents prepared above but 
without the slag. The most reproducible results 
are obtained when the ratio stilbazo 
2:1. the absorption the soln. 
proportional the content within the limits 
16-7 62-7 100 The silica present 
in the slags does not influence the accuracy of the 
determination. The time for the determination 


409. Direct-reading spectrochemical analysis 
non-metallics used the aluminium industry. 
Black and Lemieux (Aluminium Laboratories 
Arvida, Quebec, Chem., 
1957, (8), instrumen- 
tation has been applied the analysis alumina, 
carbon, bauxite and other non-metallics interest 
to the aluminium industry, with a view to reducing 
analytical costs. D.c. are excitation 
alumina samples being mixed with parts pure 
graphite, and carbon materials with equal parts 
pure alumina and graphite. For the determination 
Si, Ti, and bauxite, CuO added 
averages man-minutes per sample, including 
quadruplicate arcings. The precision and accuracy 
are 5%, the amount present. The techniques 
allow faster, cheaper and more complete control 
varied materials than feasible wet chemical 
methods. 


410. Polarographic method determining indium. 
Gen. and Inorg. Chem., Acad. Sci., UkrSSR, Kiev) 
Zhur. Khim., (1), separa 
tion and small amounts from soln. 
containing effected Semerano’s method 
which In(OH), pptd. ZnO. The material 
containing dissolved H,SO, and the 
presence hydrazine salt, the soln. evaporated 
fuming, and SiO, and PbSO, are removed. The 
filtrate treated with ZnO, the ppt. dissolved 
the soln. treated with reduce 
and remove As, and determined polaro- 
graphically after addition KBr give 
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411. Determination indium rocks and min- 
Smit and Irving (Anal. Chem. Group, A.E.R.E., 
Harwell, England). 1957, 82, 539-549.— 
The finely ground sample irradiated together with 
standards dil. soln. HNO, and, after 
specified interval for the sample 
heated with Na,O, ~500°. The melt leached 
with water, the soln. acidified, indium carrier 
added and, after several purification stages 
involving pptn. the hydroxide and sulphide 
combined with solvent extractions, the finally 
converted into the tris-oxinate, which form 
weighed and counted. The standards, 
abbreviated procedure, are similarly converted 
into the tris-oxinate and weighed and counted. 
The nuclide this irradiation (half-life 
days). When chemical processing can quickly 
follow irradiation for hr. certain advantages are 
gained applying slight modification the 
method separation, and counting the nuclide 


412. Determination indium cylindrite 
neutron-activation analysis and other methods. 
Irving, van Smit and (in part) Salmon 
(Inorg. Chem. Lab., South Parks Rd., Oxford). 
Analyst, 1957, 82, 549-558.—Four methods were 
used. The sample was irradiated together with 
standard soln. dil. HNO, for min. After 
2-day interval the procedure was 
previously described (Anal. Abstr., 1958, 411), 
the radiochemically pure being finally weighed 
and counted the tris-oxinate. With use the 
nuclide (half-life min.) the sample was 
irradiated for sec. and the chemical separation 
followed immediately. For direct counting without 
chemical separation, sample and standard were 
irradiated for sec. and the cylindrite was dis- 
tributed uniformly over aluminium counting 
tray, the liquid standards being converted before 
into the tris-oxinate. Most the y-ray activity 
irradiated due the nuclear isomer 
and this can differentiated from 
that other nuclides, the sample and standards 
being irradiated for sec. and the y-ray spectra 
plotted. These four methods gave results good 
agreement. chemical method also described 
which and are removed their volatile 
bromides, pptd. PbSO,, and the In, after 
solvent extractions involving HI, dithizone and 
hvdroxyquinoline, determined absorptiometrically 
the tris-oxinate complex chloroform soln 


miiller Chem. Untersuchungsamt, Giessen, 
Germanv). anal. Chem., 1957, 157 (2), 
The practical application two methods detec- 
tion urine has been investigated. They 
the fluorescence reaction Feigl 
(Anal. 1954, 663; Anal. Chim. Acta, 
1953, 9, 393), and (2) the paper-chromatographic 
method of Diller (Lebensmittelchemie, 1953, 9: 
1954, 19: and Brit. Abstr. 1953, 203). Method 
(i) can used for the detection fractions 
microgram. The interference Ag, Pb, Bi, Cu, 
Cd, As, Sn, Pt, Fe, Cr, Zn, Al, Ga, and and 
its prevention are discussed. For method the 
extracted with ether the chloride after 
destruction the organic material the urine 
improvement. The application these two meth- 
ods gave positive result during the urine investiga- 
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tion case where clinical symptoms thallium 
poisoning were evident, but where the amount 
thallium present the urine was too small 
detected conventional pptn. methods. 

ADLER 


414. Photo-electric colorimetry. VII. new 
colour reaction with amidopyrine 
and its application photo-electric colorimetry. 
Yuichiro Kamemoto (Chem. Dept., Fac. 
Tokyo Univ. Educ., Koishikawa). Chem. 
Soc. Japan, Pure Chem. Sect., 1957, (5), 604-607. 
yields red colour (max. absorption 
The extinction coeff. decreases with time and 
becomes constant after min., remaining un- 
changed for hr.; proportional the 
H,SO, soln. with aq. soln. the 
excess which removed with phenol 

portion mixed with aq. soln. 
and submitted colorimetry. The presence 
times) and times) does not cause 
interference with the determination. 


415. Micro-analytical and polarographic deter- 
mination traces thallium. Pohl and 
Kokes (AEG-Forschungsinst., Belecke, Germany). 
Acta, 1957, 318-325 (in German). 
are separated from large amounts of other metals, 
including Fe, Cd, and Cu, extraction from 
HBr with ether. The then 
determined polarographically aq. NH, 
iodimetrically. The method applicable most 
inorganic and organic material that can finally give 
removed evaporating with 
mixture and conc. H,SO, 


416. Determination univalent thallium the 
method radiometric titration with sodium tetra- 
(V. Inst. Geochem. and Anal. Chem., 
Acad. Sci., USSR, Moscow). Zhur. Anal. Khim., 
1957, (3), soln. containing 
apparatus for radiometric titration. 
ference Cu, and certain other elements 
prevented the use EDTA. SMITH 


417. Determination thallium the method 
internal electrolysis anodic precipitation ter- 


valent thallium oxide. (Chem.-Tech. 
Inst., Sofia). Zhur. Anal. Khim., 1957, (1), 
membrane prepared from Soxhlet 
wall thickness), which first immersed 
soln. nitrocellulose ether for min., then 
inverted and left dry, and filled three-quarters 
full with thick paste PbO, and dil. 
The PbO, mixture connected 
platinum-gauze electrode surrounding the thimble, 
and the whole immersed soln. containing 
and, the cathode, PbO, transformed 
After the electrolysis completed, shown 
test with Na,S soln., the platinum anode removed, 
washed first with water, then with ethanol and 
ether, and weighed. The thimble can used for 
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determinations without renewal the PbO, 
electrolysis, also does rise temp. 60° 
The composition the deposit not affected 
prolonged electrolysis, are adsorbed, and 
the presence does not cause interference. 
SMITH 


418. New method for the determination 
thallium products from production. 
and Shkrobot. Sb. Nauch. Trudy 
Gos. Nauch. Inst. Tsvet. Met., 1956, (12), 79-88; 
Zhur., Khim., 1957, Abstr. No. 
the photometric determination technical 
materials, based its reaction with crystal violet, 
chromatography. The chemical method based 
the different properties the hydroxides and 
Tl; basic character and insoluble 
both water and NaOH soln., but Sb(OH), 
dissolves excess NaOH soln. Ferric ions are 
introduced carrier the pptn. small quant- 
ities soln. containing oxidant (bromine 
H,O,). the subsequent determination 
the are complexed the addition Na,P,O,. 
The quantity must not exceed 100mg. The 
influence the completeness the separation 
chromatography, cationite SBS form) used 
adsorbent, column 14cm high and 1-8 
diameter. With concn. 20%, 
remains completely solution while com- 
pletely adsorbed. Adsorption complete 
the presence citric acid, tartaric acid 
and oxalic acid, while the remains solution. 
The methods give satisfactory results the 
separation from zinc electrolytes, dust from 
zine production, and from metallic cadmium. 


419. Spectrographic determination scandium 
minerals, ores and products refining. Solo- 
dovnik, Rusanov and Kondrashina 
(State Sci. Res. Inst. Rare Metals, Moscow), 
Zhur. Anal. Khim., 1957, (3), 372-376.—For 
determining (0-01 khlopinite, wolfra- 
mite, cassiterite and beryl, the sample, mixed with 
carbon powder and with lanthanum oxide serve 
internal standard, excited d.c. arc 
between carbon electrodes, and the line pairs 
3376-33 are measured the spectrum. Separate 
standards must prepared for each mineral. For 
universal method determining Sc, prior chem- 
ical treatment necessary. The mineral dis- 
added excess, and the mixed oxalates (or 
Ca) and are pptd. The ignited ppt. (15 mg) 
mixed with 5mg graphite powder containing 
La,O, and excited d.c. arc (10 amp. and 


420. Determination yttrium, lanthanum, cer- 
ium, neodymium and ytterbium test samples 
granite and diabase combined 
chemical spectrochemical technique. Berman 
(U.S. Geol. Surv., Washington, D.C.). Geochim. 
Cosmoch. Acta, 1957, 12, chemical 
concentration the rare-earth elements effected 
through H,SO, decomposition the samples, 
pptn. the R,O, group aq. ether extraction 
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Fe, and final pptn. with aq. NH, and ignition 
the R,O, group. The ignited oxides are analysed 
spectrochemically the energy” 
method. The spectral lines used and their sensi- 
tivity are listed. 


421. Spectrophotometric determination cerium 
plutonium. Smith (Los Alamos Sci. Lab., 
New Mex., U.S.A.). U.S. Atomic Energy Comm., 
Rep. LA-1955, 1956, pp.—Cerium plutonium 
1%, respectively, determined follows. 
Plutonium oxidised the sexavalent state with 
and pptd. the fluoride with LaF, 
the carrier. After conversion the fluoride 
ppt. into sulphate the again oxidised with 
and the amount present determined 
measuring the absorbance the sulphate 
320 Molybdenum, Ta, Fe, Zr, and 
not interfere. CHEM. ABSTR. 


422. Determination cerium bismuth-base 
alloys. Edwards and Milner (Anal. 
Chem. Group, A.E.R.E., 
Analyst, 1957, 82, investiga- 
tion showed that the method described Marple 
al. (Anal. Abstr., 1957, 1782) for the determina- 
tion Ce, interference and negligible. 
The alloy dissolved most the acid 
removed evaporation, the diluted liquid 
treated with SO, soln., and boiled remove the 
excess. aliquot (20 200 300 Bi) 
treated with 100 11% soln. and its 
adjusted between 5-5 and 7-0 with dil. 
HNO,. The soln. placed E.E.L. absorptio- 
meter, and the light intensity adjusted give 
zero reading the extinction scale. Increments 
0-005 are added and the extinction 
measured after each addition, the titration being 
carried well past the end-point. The graph 
extinction against vol. soln. then con- 
sists two straight lines intersecting the end- 
point. Results with artificial alloys containing 
factory accuracy. The was determined the 
method described Milner and Edwards (Anal. 
Abstr., 1957, 2185). JONES 


423. Ion-exchange separations the lanthanides 
and actinides elution with ammonium «-hydroxy- 
(Univ. California, Los Alamos Sci. Lab., New 
Mexico). Nucl. Chem., 1956, 
elution from Dowex 50-X4 has 
been achieved 25° using ammonium 
Separation factors are given 
for the actinides from and for and the 
lanthanides from Lu, omitting Pr. 

HUNTER 


424. Isotopic standards for carbon and oxygen and 
correction factors for mass-spectrometric analysis 
carbon dioxide. Craig (Enrico Fermi Inst. for 
Nuclear Studies, Univ. Chicago). Geochim. 
Cosmoch. Acta, 1957, 12, standards 
reported are those the National Bureau 
Standards for limestone, water, 
reference samples, the Solenhofen limestone stand- 
ard used Nier (Phys. Rev., 1950, 77, 789) for 
absolute measurements, and the carbonate stand- 
ards used the Stockholm, Basle, Wellington and 
reported relative the Chicago standard 
and also absolute isotope ratios based new 
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figures for Nier’s standard. The correction factors 
are given functions the measured differences 
between sample and standard. careful evalua- 
tion made the systematic errors inherent the 
mass-spectrometric analysis. Details are given 
the McKinney Nier instrument used: its high 
precision due the replacement the electro- 
meter tube and amplifier for the smaller ion beam 
circuit vibrating-reed electrometer, and the 
introduction dual gas-feed system for rapid 
comparison the voltages, tapped off from the 
balancing potentiometer, required produce null 
readings for sample and standard gas. 


425. Analysis the use fluorotitanic acid and 
hydrogen peroxide reagent. Reaction silicic 
acid with the reagent. Fukamauchi, Mieko 
Sekiguchi and Kazuko liyoshi (Women’s Dept., 
Tokyo Coll. Pharm., Taito-ku). Analyst, 
1957, (4), acid soln. fluorotitanate 
reacts with silicic acid the presence H,O, 
produce yellow soln. pertitanate. The optimum 
composition the reagent Na,TiF,: 
1:4:1, and the limit detection decreases with 
increasing acid concn., remaining const. acid 
soln. the use photo-electric colorimeter 
(420 the limit detection decreases 0-1 
SiO, per made synthetic resin 
must used. 

II. Colorimetric determination silicic acid. 
Hisao Fukamauchi, Mieko Sekiguchi and Kazuko 
/bid., 1957, (5), 303-305.—The optimum 
amount the reagent for the colorimetric deter- 
mination under the conditions mentioned above 


426. Colorimetric determination silica the 
presence phosphoric acid. Baumann (Silikose- 
Forschungsinst. der Bergbau-Berufsgenossenschaft, 
Berlin). 1956, (46), 
Silicic acid the presence phosphoric acid 
determined colorimetrically the molybdate 
complex, after sufficient excess phosphate has 
been added destroy the colour due the molyb- 


427. Calculation imposed line-band spectra 
the analysis silica. Nikitina. Optika 
Spektroskopiya, 1956, (8), 1013-1016; Ref. Zhur., 
Khim., 1957, Abstr. No. 38,011.—In the spectro- 
graphic analysis silica earlier method 
(Anal. Abstr., 1956, 3587), order take into 
account the band spectrum the molecules SiO 
and which are superimposed the lines the 
elements being determined, photograph the inter- 
fering lines the spectrum pure SiO, and any 
other lines near them, e.g., 3410-8 and SiO 
From the established ratio the 
intensities these lines, which does not depend 
the presence absence impurities the 
SiO,, the intensity the interfering lines the 
analysis the samples SiO, found. Allowing 
for the imposed lines this way gives straight- 
line calibration curve logarithmic paper. 


428. Volumetric method for the determination 
silica glass, sand and silicate materials. 
Maxwell and Budd (United Glass Bottle 
Manufacturers Ltd., Charlton, London). Soc. 
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Glass Tech., 1957, 40, 0-1 
sample with conc. H,SO, (10 drops) and ice-cold 
reaction tube, the tube and contents being placed 
water bath 65° for min. Remove the 
tube and immerse iced water for min., then 
wash the contents into pptg. soln. (200 
satd. soln. and 100 satd. soln.), 
stir, filter, and wash with satd. soln. KClina 
boric acid the filter-flask absorbs excess HF. 
Place the filter-paper and ppt. conical flask, 
dilute with water and heat boiling-point; titrate 
the hot soln. with 0-1 NaOH, with bromothymol 


429. Determination germanium molybdo- 
germanic acid after separation from certain elements 
Motorkina and Mal’tseva (M. Lomonosov 
Moscow State Anal. Khim., 1957, 
(1), 95-99.—After extraction GeCl, with 
CCl, (Schneider al., Anal. Abstr., 1954, 1486), 
the extract shaken with water and the soln. 
mixed with ammonium molybdate 
soln. and H,SO,, and then diluted 
with water. The extinction 428 
measured after min. SMITH 


430. Polarographic behaviour the chloro and 
cyano complexes germanium. Akio (Fac. 
Liberal Arts, Yamagata Univ., Koshirawa-cho). 
Chem. Soc. Japan, Pure Chem. Sect., 1957, 
(5), gives irreversible one- 
K,SO, and gelatin, the value (—1-4 
vs. the increasing with rise Cl- 
concn. The diffusion current increases markedly 
with increase Cl- concn. presumably 
owing the increase co-ordination number 
Cl- around Ge. similar process observed 
KBr soln. irreversible one-step wave also 
observed KCN soln., and the decreases with 
rise and with decrease The 
diffusion current increases significantly with in- 
crease KCN The addition gelatin shifts 
the more negative value. seems likely 
that hexa-co-ordinated and 
participate the electrode process KCl 
and KCN soln. 


431. Polarographic estimation germanium 
minerals and concentrates. Sauvenier and 
Duyckaerts (Lab. Chim. Anal., Univ. Liége, 
Belgique). Chim. Acta, 1957, (6), 592- 
595 (in French).—The sample (0-2 0-5 
2-5 according the content Ge) fused with 
Na,O,, and dissolved ice-cold avoid 
volatilisation the The soln. adjusted 
and, after the addition hydroxylamine 
hydrochloride remove traces chlorine, 
extracted twice with The combined organic 
extracts are washed with then shaken with 
water. The separating funnel rinsed with buffer 
soln. NaOH) (pH 8-9) and the rinsings are 
added the aq. phase which have been added 
Nitrogen bubbled through aliquot for 
min. and the polarogram recorded. known 
soln. ml) added and second reading 
taken. Fifteen samples, content varying from 
20% were estimated with error 
about 2%. The extraction with CCl, was much 
more rapid than the usual distillation method. 
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432. Colorimetric determination tin non- 
ferrous metals the use oxidised haematoxylin. 
Tin metallic zinc. Masuo Kojima (Chem. 
Dept., Fac. Gen. Educ., Tokyo Univ., Meguro-ku). 
Japan Analyst, 1957, (3), 
reacts with oxidised haematoxylin (I) 0-5% 
H,SO, soln. containing tartaric acid and gum arabic 
(II) (protective colloid) give violet colour 
(max. absorption The extinction coeff. 
Similar reactions are shown Ge, and Bi, but 
can removed evaporation with and 
(<400 per ml) and (<200 per ml) 
are masked with tartaric acid. Ferric iron yields 
blue colour under the given conditions, but this 
disappears within min. The co-pptn. 
zinc with MnO, was examined with 
the aid radioactive find the optimum 
conditions. the sample (10 
HNO, 1), evaporate dryness and dissolve 
the residue water (200 this soln. with 
conc. HNO, ml), soln. (10%, ml) and 
and centrifuge. Repeat the co- 
pptn. and dissolve the ppt. conc. 
ate this soln. almost dryness and repeat this 
procedure convert the into Mix the 
residue with water ml), H,SO, drops), 
H,O, water bath and made 100 with 
water) After min., make the soln. 
100 with H,SO, and submit photo- 
metry 550 

Tin lead. Masuo Kojima. 1957, 
(3), 142-146.—A similar co-pptn. with 
collects from lead (containing 
interferes with the colorimetric determination 
exchange method with Dowex 1-X8. little 
the resin readily eluted with 
and precipitate MnO, described Part 
Dissolve the ppt. (20 ml), heat for 
while then adjust the HCl concn. again 
(20 ml). Pass this soln. through column 
Dowex 1-X8; wash the column with HCl (50 
ml) and elute with HNO, Add 
(20 ml) and H,SO, (10%, drops) the eluate and 
heat white fumes. Repeat the evaporation with 


433. Determination tin solutions uranyl 


sulphate. Menis, Manning and Ball 
(Oak Ridge Nat. Lab., Tenn., U.S.A.). U.S. 
Atomic Energy Comm., Rep. 1956, 


UO,SO,, separation carried out with basic 
carbonate Al(OH), carrier followed pptn. 
determination HCl-ethanol soln. The 
final volume ml. ABSTR. 


434. Polarographic determination tin lead- 
base alloy containing antimony. Mutsuaki Shina- 
gawa, Toshifumi Murata and Takashi Yoshida 
(Fac. Sci., Hiroshima Univ., Higashisenda-machi). 
Japan Analyst, 1957, (4), value 
gradually increases with increasing concn. and 
the wave height increases markedly 
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the HCl concn. must <0-16 (pH 
satisfactory determination carried out. The 
use for the reduction does not 
affect the polarogram when its concn. 0-1 
Sodium chloride, produced the adjustment 
with NaOH, brings about max. the polaro- 
gram, which cannot suppressed with gelatin 
Triton but does not interfere with the determina- 
tion >3. The wave height proportional 
the S.C.E.). interference results 
from Sb. The error <10% for several 
per cent. lead. the 
sample conc. HCl (add HNO, when neces- 
sary) and evaporate vol. Dilute 
with equal vol. water, filter, and reduce 
Cool the soln., add tartrate g), neutralise 
with NaOH methyl orange, dilute 100 ml, 
add few drops 0-1% Triton soln., and record 
the polarogram. 


435. Polarographic determination 
amounts lead. Weber (Inst. for Med. Res., 
Yugoslav Acad. Sci. and Arts, 
Chem. Acta, 1957, (2), 73-77 (in English).—A 
new supporting electrolyte described, consisting 
gelatin, which can used for concn. 
For the calibration curve, series 
soln. the supporting electrolyte, from 
per ml, were measured duplicate 
after being freed from bubbling for min. 
with purified with alkaline pyrogallol. plot 
mean wave-height mm, expressed terms 
max. sensitivity, against concn. (c) 
per ml, gives straight line, for which regres- 
sion equation and standard errors can calculated 
the usual way. For the particular instrument 
employed, 0-103 0-440, the standard error 
ranging from 0-1 per ml. The 
regression line does not pass through the origin, 
owing traces the succinic acid, removal 
which was not attempted. 


436. Radiometric determination lead the use 
Takashima (Chem. Dept., Fac. Kyushu 
Univ., Hakozaki, Fukuoka). Analyst, 1957, 
(3), and Schneider’s gravi- 
metric determination the use its double 
nitrite with and (Microchem., 1930, 293) 
was modified with the aid radioactive 
The soln. mixed with acetate (Pb:Cu 
1:9), acetate buffer (0-2 0-5 ml), excess 
KNO, soln. and TINO, containing 
dil. KNO, soln. the same and then with 
ethanol. The activity the ppt. measured the 
Lauritzen electroscope proportional the amount 
and <12% for smaller amounts. 


437. Determination small quantities copper, 
silver and bismuth lead. Makar’yants, 
Zaglodina and Shuvalova. Sb. Nauch. 
Trudy Gos. Nauch. Inst. Tsvet. Met., 1956, (12), 
130-137; Ref. Zhur., 1957, Abstr. No. 
34,749.—It possible determine 0-001 and 
with dithizone. Microgram quantities are 
completely extracted dithizone from soln. 


2.—INORGANIC ANALYSIS 


HNO, the presence times the weight 
not cause interference. After the extraction 
Ag, may determined without changing the 
acidity. may also determined this acidity 
the the addition hydroxylamine hydro- 
chloride NaCl. determine Bi, quant. 
extracted from the lead with from nitrate 
soln. 1-4 its cupferronate. The 
also extracts the cupferronates Fe, and 
Sb, but such insignificant amounts that 
interference met with determining its 


438. Rapid determination fluorine and boron 
lead fluoroborate electrolytes ion exchange. 
Ya. Degtyarenko. Ukr. Khim. Zhur., 1956, 
(6), 813-815; Ref. Zhur., Khim., 1957, Abstr. 
No. 41,414.—The method determining and 
cationite such Sulphocarbon, SBS Wofatit 
and the subsequent hydrolytic decomposition 
the presence excess CaCl,. Dilute 
the dilute soln. and pass through the 
cationite rate 10ml per min. Wash 
the column with water the eluate 
for hr. under cool, and titrate with 
alkali determine the titrated soln. add 
mannitol and titrate the H,BO, with 0-1 alkali. 
Remove and small quantities and 
the method described earlier (Zavod. Lab., 1952, 


439. Separation titanium from accompanying 
elements ion-exchange chromatography. 
Separation titanium and chromium. 
Alimarin, Belyabskaya and Bazhanova 
(M. Lomonosoy Moscow State 
Khim., 1957, (3), 377-380.—The soln. 
containing and introduced into column 
high and diam.) SBS resin 
form) which has been washed with EDTA 
soln. (pH ~4). The then eluted means 
EDTA soln. and the eluted means 
H,SO,. Complete separation attained with 


440. Determination the lower oxides titanium 
(A. Baikov Inst. Metallurgy, Acad. 
USSR, Moscow). Zhur. Anal. Khim., 1957, 
(3), 381-385.—The determination reduced titan- 
ium and FeO slags discussed. Because the 
instability when heated, dissolution the 
recommended for the determination 
the sum Thus with VY, the sample 
excess H,SO, soln. The use inert 
gas unnecessary because the stability the 
that formed. The remaining 
determination carried out dissolving 
the sample and H,SO, current CO, 
and then any one three methods, the best 
which based the reduction Na,WO, (which 


troy the blue colour the reduction product, and 


441. Colorimetric determination titanium 
uranium. Henicksman (Los Alamos Sci. 
Lab., Mex., U.S.A.). U.S. Atomic Energy 
Comm., Rep. LA-1967, 1956, pp.—Titanium 
solution with EDTA. The colour the Ti- 
peroxide complex measured For 
known samples the mean recovery was 
Vanadium interferes seriously, while Th, and 
SO,?- have effect. CHEM. ABSTR. 


442. Carbon non-ferrous metals. The 
carbon content titanium and titanium alloys. 
Fischer and Schmidt (Metallgesellschaft 
A.-G., Frankfurt a.M.). 
1956, 434-439.—The normally small 
carbon content titanium and its alloys cannot 
satisfactorily determined the potentiometric 
methods described earlier. Addition double 
quantity and some and permit com- 
1150°. Four six determinations with error 
titanium sponge, pure and various alloys confirm 
the applicability the method. CHEM. 


443. Determination microgram amounts 
zirconium uranyl nitrate solutions. Russell. 
U.S. Atomic Energy Comm., Rep. DP-161, 1956, 
the presence HNO,, uranyl 
nitrate and fusion products can determined 
colorimetrically with 
azo)benzenearsonic acid (DPB). aliquots con- 
HCl). Heat 60° 75° for min. Digest 
overnight. Dissolve the ppt. and hot 
oxalic acid soln. and make vol. Read 
490 vs. H,O blank. The precision 
within 5%. ABSTR. 


microgram scale. Picciotto and Wilgain 
(Lab. Phys. Nucleaire, Univ. Libre Bruxelles, 
Belgique). Anal. Chim. Acta, 1957, (6), 
540 (in French).—Thorium soln. measured 
the tracks formed from Ra-Th 
nuclear photographic emulsions. With this method 
Ra-Th was detected equilibrium with 
millilitre the presence all the other stable 
radioactive The accuracy chiefly 
limited the statistical fluctuations the number 
disintegrations; experimental errors are the 
order +3%. The procedure takes 100 days 
complete and therefore not suitable for multiple 
determinations. 


445. The use complex chemical displacement 
reactions polarographic analysis. Theory and 
determination thorium pure solution. 
Flaschka, Khalafalla and Sadek (Nat. Res. 
Centre, Dokki-Cairo, Egypt). anal. Chem., 
1957, 156 (3), 169-179.—Thorium estimated 
displacing equivalent lead from its EDTA 
complex and determining this displaced lead polaro- 
graphically. The lead complex must excess 
and the buffered with sodium acetate 4-5 
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amounts thorium added between and 
mg, errors ranged from 5-1 


446. The use complex displacement reactions 
polarographic analysis. The amperometric 
titration thorium. Flaschka and 
Barakat (Nat. Res. Centre, Dokki-Cairo, Egypt). 
anal. Chem., 1957, 156 (5), 321-326.—A soln. 
the complex with EDTA (disodium salt) (I) 
placed cell fitted with dropping electrode and 
the diffusion current measured The 
soln. must contain sufficient excess free 
and the liberated titrated with standard soln. 
current plotted against vol. titrant straight 
line obtained. The end-point, denoted the 
intersection this line with the original current 
value, reproducible within The ratio 


447. Determination traces thorium 
uranium solutions. Fulda. U.S. Atomic 
Energy Comm., Rep. DP-165, 1956, pp.—Traces 
The extracted soln. freed from two 
washings with The colour developed 
with thorin and read Mean recoveries 
are 93-9 ranges 100 p.p.m. Th. 

CHEM. ABSTR. 


448. Spectrographic analysis the evaporation 
method. Determination impurities thorium 
and beryllium compounds the method evapora- 
Lipis and Chaika (Leningrad State 
Anal. Khim., 1957, (1), 
The method previously described (Anal. Abstr., 
1956, 3505) applied the determination 
traces Li, Be, Na, Mn, Cr, Fe, Co, Ni, 
beryllium. The method most effective for 
determining traces impurities highly pure 
samples. When the any impurity 
~1% the method becomes less satisfactory, since 
the sensitivity the determination the other 
impurities greatly reduced. SMITH 


449. Colour reaction for hydrazine. Ya. 
Vanag and Matskanova (Latvia State Univ., 
Riga). Zhur. Anal. Khim., 1957, (1), 
acid soln., salts hydrazine react with 2-nitro- 
give orange red azine, the 
colour which can used for detecting hydrazine. 
The presence 5000 times much hydroxylamine 
does not cause interference. SMITH 


450. Ferrimetry. II. Determination hydroxyl- 
Bhaskara Rao and Gopala Rao (Andhra Univ., 
Waltair, India). anal. Chem., 1957, 157 (2), 
100-104 (in alum oxidises hy- 
droxylamine quantitatively and rapidly nitrous 
oxide, even room temperature, the presence 
CuSO, catalyst. The conditions 
CuSO, soln. must used per reac- 
tion mixture, and (77) the ferric alum concn. should 
least double that the hydroxylamine. 
The resulting ferrous salt may determined with 
sodium vanadate soln. ADLER 


2.—INORGANIC ANALYSIS 


451. Spot test for nitrates. West and 
Sarma (Coates Chem. Lab., Louisiana State Univ., 
Baton Rouge, Acta, 1957, 
506-509 (in English).—-Chromotropic acid 
for detecting 0-2 gives yellow colour 
reduced with and and nitrites 
destroyed with sulphamic acid. gives 
brown ppt., Br- yellow orange colour, and 
excess lightens the yellow colour. Procedure 
—One drop reagent added one drop soln. 
(after the removal interfering anions). 
colour develops, few drops conc. are 
added, when yellow colour indicates the presence 


452. Analysis condensed 
Werke Albert, Wiesbaden-Biebrich, Germany). 
Acta, 1957, (3-4), 594-606 (in German). 
confirmed that condensed polyphosphates 
can separated paper chromatography and 
determined photometrically with overall absolute 
error the presence polyphos- 
phates, small amounts are best estimated 
without separation, reduction the molybdate 
complex with ascorbic acid Most heavy- 
metal cations interfere the chromatographic 
separation but, the amounts are small, the inter- 
ference can largely offset the addition 
EDTA (disodium salt), and developing 
alkaline soln. Several common anions cause inter- 
ference. Two solvents are suggested for the 
separation the more highly condensed phosphates: 
one gives sharp separations, the other yields high 


453. Conditions for the photometric determination 
arsenic blue molybdoarsenic acid. 
Finkel’shtein and Kryuchkova (Central Lab., 
carried out distilling soln. with hydr- 
azine sulphate and KBr and collecting the AsCl, 
H,O,. After addition the distillate 
evaporated dryness and the residue dissolved 
hydrazine sulphate soln. and diluting the 
mixture 100ml. After dilution ml, the 
soln. boiled for min., the cooled soln. 
diluted and the extinction measured. 
With concn. from 0-005 0-1 the 
ml, the extinction remains unchanged for more 
than one month. The method suitable for the 
also ferrous and non-ferrous metals. 

SMITH 


454. The nephelometric determination arsenic. 
Steele and England (Metal Manufactures 
Ltd., Port Kembla, N.S.W., Australia). Analyst, 
1957, 82, 595-597.—The method, particularly 
applicable arsenical copper 
alloys, depends the reduction the col- 
loidal element with hypophosphite. The soln. 
the sample (0-5 dil. H,SO, and boiled 
expel nitrous fumes, soln. (1%) added, 
and the mixture boiled until MnO, completely 
pptd. Ammonium persulphate soln. added, the 
liquid boiled until clear and then heated 
fuming-point and for min. more. aliquot 


ANALYSIS 


the diluted liquid treated with Bougalt reagent 
(20 NaH,PO, water treated with 200 
conc. and filtered remove NaCl) and 
heated boiling water for min. The vol. 
adjusted with and the extinction the 
dispersed colloid measured colorimeter 
pared submitting 0-5-g portions pure with 
various amounts standard soln. the 
procedure. There interference from Sn, Ni, 
Pb, Fe, Mn, Si, Bi, and Cl-, but NO,- 
must completely removed the early stage 
the method. JONES 


455. Ferrimetry. Determination arsenite 
with ferric alum using osmium tetroxide and iodine 
chloride catalysts. Bhaskara Rao and 
Gopala Rao (Andhra Univ., Waltair, 
anal. Chem., 1957, 157 (2), (in English).— 
Ferric iron (ferric alum) present slight excess 
98° 100° the presence catalyst; the 
reaction reaches completion about 
tion the resulting with sodium vanadate 
soln. makes possible accurate determination 
the taken. chloride also catalyses the 
the reaction under the same conditions reached 
about min., and the method may used for 


456. Quantitative chromatography 
paper. VIII. Chromatography arsenate, arsenite, 
selenate, selenite, tellurate and tellurite ions. Akira 
Murata (Dept. Ind. Chem., Fac. Engng, 
Shizuoka Univ., Oiwake, Hamamatsu). Chem. 
Soc. Japan, Pure Chem. Sect., 1957, (4), 520-526. 
area the chromatographic spots these 


ions various values was studied treated 
paper (Anal. Abstr., 1955, effect 
studied Part (cf. Anal. Abstr., 1957, 
3534) was the same with these anions. 
the area the spots due 
and proportional concn. for 200 
0-10 ml, respectively. The development com- 
plete within min. These spots are satisfactorily 
separated from those several acetate, 
Cl-, Br- and the spot also 
separated from those comparable amounts 
oxalate, SeO,?-, and SO,?-, that 
from those and SeO,?-, and that 
Attempts obtain uniform spots and 
TeO,?- were unsuccessful. 


457. Analytical use certain dyestuffs containing 
hydroxyl groups. New highly sensitive and 
selective reactions for antimony. Cherkesov 
and Busev (Astrakhan Tech. Inst. Fish 
Industry and Economy). Zhur. 
soln. gallein acetone gives violet colour which 
10,000-fold amounts alkali and alkaline-earth 
metals, Mg, Zn, Cd, Hg!, Pb, Al, Fe, 
Co, Ni, Mn, Cu, Bi, 100-fold 
amounts and The reaction can 
used for the photometric determination and 
the presence Pb. With haematoxylin 
acetone soln. filter-paper, followed soln. 
and acetone and then, after drying, 0-5 


Abstr. 455-461 


obtained. The minimum amount detectable 
ions behave with gallein. SMITH 


458. Studies analytical functional groups 
organic reagents used inorganic analysis. 
Reagents for antimonous ions. Wang (Dept. 
Chem., Peking Medical Coll.). Acta Chim. 
Sinica, 1956, 22, types reagents 
for detecting Sb*+ were studied with reference 
sensitivity and specificity, namely compounds 
containing mercapto group, (b) Caille and Viel 
reagents (cf. Compt. Rend., 1923, 176, 1156), and 
(c) compounds containing two phenolic groups 
adjacent positions. The first two types reagent 
give reactions with very low specificities, which 
could not improved merely varying the 
structure the reagents. The diphenolic com- 
pounds appear most promising view their 
specificity. Several coloured compounds containing 
two phenolic groups adjacent positions were 
prepared. Some them proved satisfactory 


459. Potentiometric determination tripositive 
antimony with alkaline 
Khatun and Khundkar (Dept. Chem., 
Dacca Univ., Pakistan). Indian Chem. Soc., 
1957, (2), known amount Sb,O, 
was dissolved NaOH soln. (100ml) and 
diluted 150ml. During the titration with aq. 
the soln. was maintained 80° 90°, and 
platinum electrode system was used. The 
inflection near the end-point was very clear being 
(approx.) 0-10 per Under opti- 
mum conditions, namely 80° 85° and with 
NaOH soln., can determined with 
error <1%. Comparison with the 
titration showed that the present method super- 
ior. With the soln. was neutralised with 
NaOH, the ppt. first formed being ultimately 
dissolved excess alkali warming. The 
rest the hypochlorite titration was similar 
that with Sb,O,. from this potentiometric 
method, the KBrO, method and the iodine method 


460. Use solution bivalent chromium for 
determining antimony. Shat’ko (Dnieprope- 
trovsk State Medicinal Inst.). Zhur. Anal. Khim., 
1957, (2), determine Sb, the use 
metallic neutral weakly acid media. The 
filtered off and oxidised the presence dil. 
H,SO, with 0-1 0-2 excess. The 
excess reduced addition slight excess 
Fell and the excess Fe!! determined titra- 
tion with K,Cr,O, soln. after addition phosphoric 
acid and diphenylamine indicator. Arsenic not 
pptd. Cr!! and does not interfere. The method 

SMITH 


461. Analytical studies microgram quantities 
antimony. Decomposition and concentration 
antimony lead. Niro Matsuura and Masuo 
Kojima (Chem. Dept., Fac. Gen. Educ., Tokyo 
Univ., Meguro-ku). Japan Analyst, 1957, (3), 
155-160.—The behaviour (<0-001%) 
metallic lead was studied with the aid 
various analytical procedures. When lead 
dissolved HNO, and significant pro- 
portion remains the aq. phase, but can 


Abstr. 


co-pptd. with MnO, basic 
Extraction the chloroantimonic acid the 
rhodamine complex with ether quantitative, 
provided that the acid concn. the soln. 
dil. soln. must evaporated dry- 
ness and extracted with conc. HCl. The extinction 

high-purity metallic Yoshino and 
Masuo Kojima. 1957, (3), 160-164.— 
The anion-exchange behaviour trace amount 
(<10 soln. was studied radiochem- 
ically (with with Dowex 1-X8 (Cl) (50 
100 mesh). The distribution coeff. SbY increases 
with HCl concn., whilst that reaches max. 
1-6 HCland gradually decreases with increasing 
The exchange is, however, irreversible; 
chloroantimonate Dowex 1-X8 can eluted 
neither with water nor with HNO,; NaOH (0-5 
the best eluent. Metallic lead 
dissolved (50 ml) and the excess 
HNO, removed evaporation. The product 
heated under reflux with conc. and few drops 
Br. This soln. passed through column 
per sq. per min.), and the column washed 
successively with conc. (50 ml), water (10 ml) 
and HNO, (50 ml) remove the remaining 
and other impurities, and eluted with NaOH soln. 
determined with rhodamine can deter- 
mined the HNO, fraction. 

Paper-chromatographic behaviour chloro- 
antimonic acid. Niro Matsuura and Shizue Tomura. 
Ibid., 1957, (4), 205-210.—Both ter- and quin- 
que-valent show four chromatographic bands 
when developed with mixture n-butanol and 
conc. (10 1): ~1-0, spot solvated 
lysis product; 0-1 0-6, diffused band due 
the intermediates the hydrolysis. 
quinquevalent state owing the irradiation 
involves adsorption the filter-paper rather than 
partition chromatography. 


462. Complexometric determination bismuth 
with 1-(2-pyridylazo)-2-naphthol indicator. 
Busev (M. Lomonosov Moscow State Univ.). 
universal indicator paner addition aq. 
rated with EDTA (disodium salt) 
until the colour changes from red yellow. 
interference caused Pb, Cd, Zn, Sr, Ba, Ca, 
Mg, Al, In, Ga, and Mn, nor traces Cu, 
2-5 3-2, but certain the elements interfere 
The use hexamethylenediaminetetra-acetic acid 
benzhydrylaminediacetic acid instead EDTA 
since these compounds not form 
stable complexes with Bi. SMITH 


463. Spectrophotometric determination vana- 
dium with oxine. Kenji Motojima (Fac. Engng, 
Ritsumeikan Univ., Kita-ku, Chem. 
Soc. Japan, Pure Chem. Sect., 1957, (5), 533-536. 
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—The colorimetric determination with oxine 
(cf. Talvitie, Brit. Abstr. 1953, 345) was modified, 
oxine being added the aq. soln. before the 
extraction with alcohol-free The extinction 
the soln. proportional the concn. 
for 400 Sulphuric acid soln. (0-1 
with oxine 2-5% acetic acid, and the 
adjusted between 3-5 and 4-5 with ammon- 
ium acetate. This soln. cooled room temp. 
and extracted with and the extinction the 
vitiate the estimation they should reduced 
with Na,SO,; the soln. re-oxidised 
portion extracted back with ammo- 
niacal soln. containing transfer the 
aq. layer. The extinction the other 
soln. measured against this portion, 
which free from (but contains oxinate). 


464. Variamine blue colorimetric reagent. 
The determination vanadium and chromium. 
Erdey and Szabadvary (Dept. General 
Chem., Tech. Univ. Budapest). Magyar Kém. 
Foly., 1957, 153-158.—By using variamine 
(as chromate) can determined photometri- 
cally. The oxidation and the required 
determined simultaneously the same method. 
The theory these determinations and the effect 
interfering ions are discussed. PETo 


465. Spectrophotometric determination vana- 
dium iron and steel. Shigeo Wakamatsu (Toto 
Seiko Co., Minamisuna-machi, Koto-ku, 
Japan Analyst, 1957, (5), vellow 
colour (max. absorption 380 400 
conc. H,SO, was used the analysis iron and 
steel. The extinction decreases with 
increasing water content. For the decomposition 
which vitiate the estimation, are pptd. 
evaporated off with NaCl; and the 
coloration due suppressed with H,PO, 
for Fe). For the analysis allov 
steels containing foreign metals, 
removed mercury cathode electrolysis (Center 
al., Anal. Chem., 1951, 
Decompose the sample with 
(20 ml) and heat white fumes with NaCl (0-5 
2g). Cool, add water and 
H,SO, (10 ml), and make with 
Measure the extinction coeff. against pure soln. 
containing the same amounts the acids. 
For alloy steels, dissolve the sample HNO, 
(50 ml) and (40 ml) and heat white fumes 
Cool, dissolve water, filter into flask 
and electrolyse portion with mercury 
electrode (0-25 per sq. cm) for min. 
portion with until white fumes are 
evolved, and continue the determination 
scribed above. 


466. Determination niobium the presence 
large amounts titanium. and 
Ya. Sheskol’skaya (A. Inst. Metal- 
Acad. USSR, Moscow). Anal. 
Khim., 1957, (3), 355-358 


The use ascorbic 


2.—INORGANIC ANALYSIS 


acid form complex with which not pptd. 
tannin recommended. The sample (0-5 g), 
perovskite, decomposed with H,SO, and 
HF, etc., and the residue after evaporation 
H,SO, followed re-evaporation after addition 
conc. HCl. The soln. treated with 
ascorbic acid and diluted 180 ml, 
prepared soln. tannin added dropwise, and with 
paper pulp when the soln. becomes cloudy, and 
then set aside 50° for hr. The niobium 
complex with tannin filtered off from the cold 
soln. and washed with cold HCl soln. After 
ignition the ppt. white fused with 0-5 
H,SO, soln. with the addition drops 
the soln. yellow, indicating the presence 
Ti, the colour matched with standard soln. 
Ti. The calculated amount TiO, deducted 
from the wt. the impure With coloured 
ppt. the re-pptd. after dissolution the ppt. 
H,SO, and HF, etc. The method gave satis- 
factory results with samples containing 0-3 


467. Study the process extraction the 
thiocyanate complexes niobium organic sol- 
vents means the radioactive isotope 
(V. Vernadskii Inst. Geochem. and 
Anal. Chem., Acad. Sci., USSR, Moscow). Zhur. 
Anal. Khim., 1957, (3), 
containing some were treated with 
KSCN soln., followed 15% SnCl, soln. 
and then conc. HCl. Extractions were 
carried out with ether. The length time before 
the extraction min.) had effect the 
amount extracted. colourless complex 
extracted the ether added immediately after 
mixing the soln. while they are still colourless. 
The percentage extracted (71 80) not 
affected the amount present (between 
and 10-5 per With KSCN present only 
traces are extracted from soln. containing 
originally 100 per but the addition 
small amounts (0-02 0-04 KSCN per ml) 
gives sharp increase the amount extracted and 
further additions not improve the separation. 
With low concn. (0-03 0-09 per ml) the 
soln. remains colourless, but colourless complex 
extracted. With concn. HCl between 
0-03 and 0-265 per the amount extracted 
(55 scarcely changes. With KSCN 
SnCl, and HCl between 0-15 and 0-295 per 
the extraction the chloride complex only 
0-3 The amount SnCl, present has 
little effect the amount extracted 
ether. The best solvents for extraction are butvl 
alcohol, then ditsopropyl ether and acetate. 
The presence Fe, Co, which 
cyanate complexes, the 
amount extracted. The optimum conditions 
for extracting the niobium complex are 0-08 
ml, and 0-01 0-05 SnCl, per ml, with butyl 
alcohol extracting agent. The amount extracted 


468. Spectrographic determination tantalum 
impurity niobium pentoxide. Tarasevich, 
Zheleznova and Semenenko (Dept. Anal. 
Chem., Moscow Univ.). Vestn. Moskov. Univ., 
1957, (1), are prepared 
mixing soln. containing known amounts with 


467-472 


pure Nb,O,, then igniting and powdering. The 
powder (sample standard) (50 mg) the 
end specially shaped graphite rod excited 
sec. after pre-arcing time sec. The 
lines 2714-674 and 2714-198 are measured. 
The method suitable for concn. >0-1%, 
the relative error for the lower concn. being 


2%. 
SMITH 


469. New method determining protactinium. 
Sheidina (Radium Inst., Acad. Sci., USSR, Lenin- 
grad). Zhur. Anal. Khim., 1957, (1), 
co-pptn. with mandelate, small amounts 
can collected, and completely separated, 
two pptn. are carried out, from Po, and other 
radioactive elements. The soln. (25 ml) treated 
After hr. 100° and being set aside for hr., 
the soln. centrifuged and the ppt. washed with 
ethanol. The ppt. dissolved atter 
treatment with NaOH, and re-precipitated. 

SMITH 


470. Manometric determination oxygen 
oxidation metallic copper. Uggla (Inst. 
Technology, Helsinki, Finland). Naturwissen- 
schaften, 1956, (22), 515-516.—A 500-ml cylindri- 
cal container thick glass and with narrow inlet 
and outlet connections bottom and top filled 
with de-gassed copper wire The 
outlet tube the top the cylinder connects with 
mercury manometer and by-pass tube. The 
dried gas mixture drawn into the cylinder through 
the tube the bottom and sucked out the top 
through the by-pass tube. When the gas has 
flowed for sufficient time, the inlet and by-pass 
tubes are sealed off the flame, that the cylinder 
communicates only with the manometer. The 
bath and readings manometric and barometric 
pressure are taken. The then heated 
with flame. The reaction judged com- 
plete when, cooling the cylinder the thermo- 
stat, the manometer gives constant readings after 
repetition the heating process. From the differ- 
ence manometric pressure the oxygen content can 
calculated 


471. Determination oxygen metals and oxides 
means sulphur chloride. Determination 
oxygen the oxides aluminium, magnesium, 
copper and iron and barium sulphate. 
Kleiner. Khim. Zhur., 1956, (6), 
Ref. Zhur., Khim., 1957, Abstr. No. 41,480.—The 
method based treating the sample with S,Cl, 
vapour current 500° 1000°. The SO, 
formed, after removing the excess S,Cl, with 
determined iodimetrically. chlor- 
ination B,O, takes place prolonged heating 
900° 1000°, CuO 400° 500°, Fe,O, 
700°, and MgO 900°, and BaSO, 
800°. 


72. u.v. spectrophotometric determination 
elementary sulphur. Maurice (N. Onder- 
zoekingsinst. Arnhem, Netherlands). 
Anal. Chim. Acta, 1957, (6), (in English). 
—The tests were carried out with n-hexane 
solvent (hexane spectrographic quality was 


Abstr. 


max. standard deviation 0-23 per ml. 
473. Comparison three methods for the deter- 
Onderzoekingsinst. Arnhem, Nether- 
lands). Anal. Chim. Acta, 1957, (6), 
(in methods studied were oxi- 
dation with alkaline permanganate and titration 
the excess; the standard deviation was 
for determinations; reduction sulphide with 
and and complexometric titration the 
sulphide; the standard deviation was 0-080 
for determinations; boiling with sulphite 
and titrating the thiosulphate formed; the 
standard deviation was for determina- 
tions. Results showed the last method the 


474. Comparison two methods for the deter- 
mination sulphide sulphur. Maurice (N. 
Onderzoekingsinst. Arnhem, Nether- 
anal. Chem., 1957, 157 (2), 89-96.—The 
methods compared are the iodimetric and 
the complexometric. method H,S 
absorbed soln. cadmium zinc salts. The 
pptd. sulphide oxidised with excess iodine, 
and the excess titrated with Na,S,O, soln. 
copper salt, and the excess determined 
complexometrically. The two methods, although 
independent one another, gave identical results. 
source for H,S for comparison standard, 
was used, the H,S being obtained quanti- 
tatively reduction. Three independent methods 
determining the Na,S,O, all gave identical results. 

ADLER 


475. Indirect volumetric determination sul- 
phate ion with ethylenediaminetetra-acetic acid. 
Riva (Ist. Chim. Appl., Univ., Cagliari). 
Chim., Roma, 1957, (3), simple 
and rapid procedure described for the complexo- 
metric titration Ba?+ and its application the 
indirect determination SO,?-. BaCl, 
soln., which added stoicheiometric amount 
(disodium salt), with Eriochrome black indicator. 
The end-point sharpest when the molar concn. 
and are between 1:1 and 1:2, and best 
observed when the titration vessel white 
glass plate illuminated from below with 100-W 
lamp. The are determined adding 
and back-titrating with EDTA (disodium salt) 
the presence MgCl,. Owing its sim- 
plicity, speed and fair accuracy 
error), the method suitable for industrial routine 
analyses. KRUSZYNSKA 


476. Rapid methods determining small amounts 
Patsuk (V.V. Bakhrushev Sverdlovsk Mining Inst.). 
Anal. Khim., 1957, (2), 
can determined the presence Fe, Cu, 
strongly acid soln. with SO,, separating the ppt., 
and then oxidising with SMITH 


477. Complexometric titration 
ions. Weiner and Ney (Univ. Innsbruck, 
anal. Chem., 1957, 157 (2), 105-109.— 
considerable excess CrO,?-, which normally 
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presents difficulties, has been investigated complexo- 
metrically, and the method described has been found 
satisfactory. The test soln. diluted about 
0-01 known excess 0-1 EDTA (disodium 
salt) added and the soln. heated. about 
65° the colour begins gradually change red 
violet the complex formed. The soln. boiled 
for min., then diluted (1:25) and aliquots 
are diluted with further water and 
treated with buffer soln. (pH 10) ali- 
quots are heated 40° and about 150 solid 
murexide indicator (murexide NaCl) w/w) 
added. The soln. then rapidly titrated with 
0-01 NiSO, until the indicator changes from violet 
orange yellow; the end-point sharp. Large 
excesses EDTA give low results. Chromate, 
even large excess, does not interfere. Iron and 
interfere; small amounts may masked with 
triethanolamine, but large amounts must separ- 
ated. Copper should masked with cyanide 
with dimercaprol. Zinc also masked dimer- 
caprol, but not cyanide. Nickel and alkali 
earths should absent. ADLER 


478. Determination chromium oxidation 
with perchloric acid the presence manganese 
Petrashen’ and Rudoi (Veterinary Inst., 
Novocherkassk). Zhur. Anal. Khim., 1957, 
the presence catalyst, e.g., MnO, ina 
Oxidation proceeds low temp. (170° 180°) 
and very rapidly min.). Without MnO, the 
reverse reaction occurs higher temp. (200° 
225°). When the method used before titration 
Cr, filtration the diluted soln. necessary. 

SMITH 


479. Determination chromium 
based oxidation sintering. Yu. Usatenko 
and Klimkovich. Dnepropetr. Khim.- 
Tekhnol. 1956, (5), 156-160; Ref. Zhur., 
Khim., 1957, Abstr. No. sintering 
chromite with mixture soda lime and 
takes place; may determined the 
soln. obtained from the sintering titration with 


480. Co-precipitation with manganese dioxide 
chromium, aluminium and iron when present 
together solution. Aleksandrova. Trudj 
Kazansk. Khim.-Tekhnol. Inst., 1956, (21), 
Ref. Zhur., Khim., 1957, Abstr. No. 41,395.—The 
co-pptn. and with MnO, and the 
possibility its use analysis are studied. When 
and are present together, co-precipitates 
first with MnO,; not co-precipitate with 
except the presence the presence 
and becomes less the increases. 
and co-pptn. quant. method proposed 
KMnO,. the soln. containing add few 
warm and treat with KMnQ, soln. till ppt. appears 
which does not dissolve boiling. Filter, and 
determine the filtrate iodimetrically with 
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451. Photometric determination molybdenum 
tungsten ores. Jetiery (Geological Survey 
Uganda, P.O. Box No. 
1957, 82, 558-563.—The finely ground tungsten ore 
fused with NaOH, and the melt extracted with 
water. aliquot the filtered extract 
MoQ,) treated with citric acid soln. and 
iron soln. and slightly acidified with 
The soln. treated with soln. 
and after hr. the molybdenum complex extracted 
with exactly 10 ml of light petroleum. The extinc- 
tion the organic phase measured 630 and 
680 the two measurements being necessary 
compensate for slight contamination with the 
tungsten complex. Calculation the present 
means simultaneous equations based 
these measurements. the concn. >500 
p-p-m., the extinction measured 680 only, 
and the concn. ascertained from calibration 
graph prepared soln. Quoted 
results indicate satisfactory accuracy. 

JONES 


482. Determination molybdenum titanium 
alloys precipitation from homogeneous solution 
using thioacetamide. McNerney and 
Wagner (Chem. Dept., Univ. Kentucky, Lexing- 
ton, U.S.A.). Chem., 1957, (8), 
molybdenum sulphide from 
homogeneous soln. thioacetamide gives dense 
easily filtered ppt., which can used for the 
gravimetric determination titanium alloys. 
Suspend the sample H,O (10 ml) plati- 
num dish. Add conc. H,SO, and 48%, 
soln. and allow the sample dissolve. 
Dilute the soln. ml, add 30% H,O, soln. ml) 
and heat slowly until colourless: maintain the vol. 
120 ml, and present add soln. tartaric 
acid (5g) H,O Dilute 175 ml, add 
thioacetamide and heat boiling water for 
hr. Cool, and filter through porous porcelain 
crucible. Wash the ppt. with aq. soln. con- 
taining H,SO, (2%) and tartaric acid (1%), ignite 
650° for min., cool, and weigh 


483. Separation molybdenum and rhenium 


ion-exchange chromatography. Ginzburg and 
Shkrobot. Sb. Nauch. Trudy Gos. Nauch. 
Inst. Tsvet. Met., 1956, (12), 89-93; Ref. Zhur., 
Khim., 1957, Abstr. No. 34,657.— using cationite 
SBS Sulphocarbon, possible separate 
form, while anionic form. separate 
and Re, pass the soln. (pH (to methyl 
orange) through column Sulphocarbon 
remains the soln. while the quant. 
adsorbed the Wash the column 
several times with water. Collect the filtrate and 
wash liquors, evaporate them and 
determine the thiocyanate method. 


484. Determination oxygen, hydrogen and nitro- 
gen molybdenum, tungsten and niobium. 
Mikhailova, Turovtseva and Sh. Khalitov 
(V. Vernadskii Inst. Geochem. and Anal. Chem., 
Acad. Sci., USSR, Moscow). Zhur. Anal. Khim., 
1957, (3), apparatus previously 
described (Turovtseva al., Ibid., 1957, 12, 208) 
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vacuum fusion 1650° with iron. SMITH 


485. Photometric determination tungsten and 
molybdenum the thiocyanate complexes. 
Babko and Drako (Inst. Gen. and Inorg. 
Chem., Acad. Sci., Anal. 
Khim., 1957, (3), 342-348.— reduction the 
quinquevalent state, molybdenum and tungsten 
thiocyanate complexes are intensely coloured, but 
with further reduction greatly 
intensity whilst with reduction the tervalent 
state scarcely affects the intensity. The determina- 
tion can carried out the presence twice 
with and the extinction measured 496 
possible but determine the 
excess strong reducing agent must used, 
and the extinction should measured shorter 
wavelengths. SMITH 


486. Photometric determination tungsten 
ores the stannous chloride and potassium thio- 
cyanate method. Hiroshi Nishida (Ind. Training 
Inst., Iwate Prefecture, Morioka). 
Japan Analyst, 1957, (5), 299-302.—Since the 
colorimetric determination with SnCl, and 
KSCN, polymerisation tungstic acid results 
low values, two methods of de-polymerisation were 
studied. When the tungstate soln. treated with 
NaOH before being acidified, the extent poly- 
merisation markedly decreased, but its effect 
still appreciable. When the soln. evaporated 
white fumes with H,SO, and H,PO,, significant 
polymerisation takes place. The working curve 
method. interference results from the presence 
Mo, and the final soln. 
the sample 0-5g) with H,SO, 
ml) until white fumes are evolved. Cool the 
make the filtrate and washings 
Heat portion containing <2mg with 
H,SO, (10 ml) and H,PO, m!) until white fumes 
are evolved. Cool and add H,O HCl (20 
ml) and SnCl,.2H,O 3g). Mix with KSCN 
(7%, and make 100 ml, keeping the 
liquid below room temp. Measure the extinction 


487. Determination (a) tungsten wolframite 
and scheelite and molybdenum molybdenite. 
Sheau-Shya Kao, Shu-Kuei Tai and Shu-Hui 
Cheng (Dept. Chem., Peking Univ.). Acta Chim. 
Sinica, 1956, 22, the modified method 
for the potentiometric titration and with 
CrCl, (cf. Flatt and Sommer, Brit. Abstr. 1945, 
93), the optimum conditions for the 
and that one milli-equiv. 160 for 
Mo, the soln. HCl should and contain 
sharp potential jump the end-point. The method 
has been applied the determination 
wolframite and scheelite, and molybdenite, 
with results that are good agreement with those 
obtained gravimetric methods. The determina- 


488. Preparation sparingly soluble compounds 
quadrivalent uranium means Rongalite 
Filinov (Radium Inst., Acad. Sci., USSR, 
Leningrad). Zhur. Anal. Khim., 1957, (1), 
with excess oxalic acid soln. and then with 
ate (theoretically mol. required for mol. 
greyish-green cryst. mixture normal 
and acid oxalates pptd. Boiling the soln. 

SMITH 


489. Separation uranium from large amounts 
iron and aluminium anion exchange nitrate 
media. Ockenden and Foreman (U.K. 
Authority, Windscale Works, 
Calderbridge, England). 1957, 82, 
De-Acidite resin showed that the distribution 
coeff. (ratio concn. the ion the resin phase 
concn. the aq. phase) for uranyl reaches 
replaced inorganic nitrates the coeff. mark- 
edly increased, especially with The 
sample soln., adjusted HNO, and 
taining De-Acidite previously con- 
ditioned the nitrate form. The column washed 
then with remove Al; remains the 
column and eluted with HCl. The pro- 
cedure also effects appreciable decontamination 
from fission products. JONES 


490. The complexing 
phate method for the analytical separation 
uranium. Carter and Weber (Union 
Carbide Nuclear Co., Oak Ridge, Tenn.). U.S. 
Atomic Energy Comm., Rep. TID-7516, 1956, 
pptd. uranyl ammonium 
phosphate the presence Versenol (trisodium 
salt N-hydroxyethylethylenediaminetriacetic 
acid) which separates from most impurities. 
further pptn. 8-hydroxyquinolate gives pure 
ppt., which can ignited oxide. 


491. Separation uranium from thorium, bis- 
muth and ores with tributyl phosphate. Spectro- 
photometric determination with [8- 
hydroxyquinoline!. Eberle and Lerner 
(U.S. Atomic Energy Commission, New Brunswick 
Lab., N.J., U.S.A.). Anal. Chem., 1957, (8), 
this method for the micro-deter- 
mination thorium, bismuth and low-grade 
ores, the extracted from acid soln. with 
phosphate and the colour developed with 
hydroxyquinoline. The standard deviation 
analyses phosphate rock containing 
Details are given the preliminary prepara- 
tion applicable samples thorium, bismuth, 
monazite ores, phosphate rock, carnotite and low- 
grade pitchblende. bismuth and 
ores not containing Zr, prepare soln. con- 
taining (50 500 HNO, (50 ml). 
Shake well with tributyl phosphate (25 ml) and 
ether (25 ml), and discard the aq. phase. Wash the 
discard the washings. Extract with ammon- 
ium acetate soln. (20 ml) and adjust the 


the combined extracts Shake with 
soln. 8-hydroxyquinoline (25 ml) 
and measure the extinction the phase 
470 500 5-cm thorium and 
monazite ores, prepare soln. containing (50 
butyl phosphate and isobutyl methyl 
ketone (25 ml) and discard the aq. phase. Wash 
the organic phase with HCl and 
4-7 HNO, and discard the washings. 
Complete the determination described above. 

RoGers 


492. Extraction uranyl 1-nitroso-2-naphthoxide 
and the separation uranium from vanadium and 
iron. Alimarin and Yu. Zolotov (M. 
Lomonosov Moscow State Anal. 
Khim., 1957, (2), separa- 
uranyl with alcohol 


493. Spectrographic determination uranium 
ores and refining products. Morozova. 
Zhur. Anal. Khim., 1957, (2), 185-192.—With 
content >0-1%, the sample mixed with 
nine times its wt. copper powder, increase the 
conductivity, and with ammonium molybdate, 
giving internal standard, and compressed 
under 10,000 per The briquette held 
the sample mixed with the internal standard 
pressed into hollow copper disc which forms 
the lower electrode. The lines 4090-14 and 
4086-025 are read. SMITH 


494. Rapid determination micro amounts 
uranium minerals. Korkisch, Zaky and 
Hecht (Chem. Inst., Univ., Vienna, Austria). 
Acta, 1957, (in German). 
—Microgram quant. are quant. extracted from 
HNO, soln. almost saturated with NH,NO, 
passage through strongly basic column (e.g., 
Amberlite the nitrate form. After 
washing the column with half-saturated NH,NO, 
soln., the eluted with HNO,. Uranium 
can thus separated from large amounts most 
other ions; are present, then excess 
Fe(NO,), incorporated the sample soln. After 
the complete removal NH,NO,, the determination 
the completed polarographically. 

Waton 


495. Application the General Electric XRD-3 
X-ray spectrometer the analysis uranium. 
Barringer (Union Carbide Nuclear Co., Oak 
Ridge, Tenn.). Atomic Energy Comm., 
Rep. TID-7516, 1956, 
X-ray absorption can applied many types 
uranium samples. Concn. from 500 per 
0-02 per can directly determined. 


496. New ways isotopic analysis uranium. 
Lovett and Roberts (U.S. Atomic Energy 
Comm., Washington, D.C., 
1957, (7), 72-75.—The methods discussed are 
mass spectrometry, emission spectroscopy, neutron 
activation, selective y-ray counting, neutron absorp- 
tion and the use zero-power reactor. The 
range isotopic composition covered, precision and 
cost are particularly HUNTER 
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497. Direct spectrophotometric determination 
uranium sulphate and carbonate solutions. 
Wessling and DeSesa (Nat. Lead Co., Inc., 
Winchester, Mass., U.S.A.). U.S. Atomic Energy 
Comm., Rep. WIN-43, 1956, 
photometric method analysis for uranium, based 
the u.v. absorption uranyl sulphate and 
carbonate complexes, described. the acid 
sulphate soln. there some interference Cl-, 
but this negligible alkaline carbonate soln.; 
interfere. 


498. Determination free acid solutions 
uranyl sulphate. Menis, Manning and 
Goldstein (Oak Ridge Nat. Lab., Tenn.). 
Atomic Energy Comm., 1956, 
Sargent Malmstadt automatic differ- 
ential titrator used. The interference caused 
the hydrolysis uranyl ions was eliminated 
complexing the with F-. 


499. Coulometric determination plutonium and 
uranium. Brunstad (G. Co., Richland, 
Washington). U.S. Atomic Energy Comm., Rep. 
the excess KMnO, and removed 
with formaldehyde, the excess which removed 
boiling. The sample then titrated with 
electrolytically generated 
method Carson (Anal. Chem., 1953, 25, 466) 
used, but with CrCl, for the preliminary reduction. 


500. Micro-determination fluoride ions 
indirect Debal, Lévy and 
Moureu (Lab. Municipal, bis, rue Dantzig, 
Paris). Acta, 1957, (3-4), 396-404 
(in French).—The method based the removal 
the presence K+; the micro scale there 
pptn. K,SiF,. After the addition silica, 
the fluoride soln. neutralised with NaOH and 
the mixed indicator methyl red 
bromocresol green. known excess 
soln. and solid KCl are added and the soln. stirred 
for hr. 3°; the residual acid then back- 
titrated with NaOH. Although there dis- 
crepancy between the actual amount and the 
amount found, this discrepancy reproducible and 
can evaluated for the various vol. soln. used. 


501. Colorimetric determination fluoride. 
The use 8-hydroxy-7-iodoquinoline-5-sulphonic 
acid and ferric iron reagents. Shu-Chuan Liang 
and Ch’eng-Yii Ch’eng (Inst. Chem., Acad. 
Sinica, Peking). Acta Chim. Sinica, 1956, 22, 
259-263.—The sensitivity and conditions for the 
colorimetric determination with mixed 
reagent (I) 8-hydroxy-7-iodoquinoline-5-sul- 
phonic acid and ferric ion (cf. Fahey, Brit. Abstr. 
1939, 486) were examined. The sensitivity de- 
creased with increase the concn. Max. 
coloration was found 3-8. There 
was interference from Na,CO, and Na,S, but not 
from Na,SO,.10H,O NaCl and 
NaNO, (+6 g). Yurn 


502. Spectrophotometric determination fluorine 
rocks. Hollingworth (Dept. Geology, 
Univ. Durham, England). Anal. Chem., 1957, 
(8), 1130-1133.—Fluorine isolated from meta- 
morphic rocks H,SiF, decomposition with 
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Na,O,, followed pptn. and with 
and steam-distillation the acidified filtrate. 
Aliquots are titrated spectrophotometrically with 
cator (cf. Banerjee, Anal. 1956, 1350). 
Results for two rocks agree with those other 
workers, and recovery experiments were satis- 
the sample (0-25 according the method Chu 
and Schafer (Anal. Abstr., 1956, 
the the steam-distillate between 3-05 and 
with SPADNS soln. and titrate 
Th(NO,),, added 0-05-ml portions. Determine 
the reagent blank and subtract. 


503. Removal interferences the Scott 
Sanchis determination. Shoup 
(Ohio Dept. Health, Columbus, U.S.A.). Anal. 
Chem., 1957, (8), 1216-1218.—Organic colour- 
producing matter, Al, Fe, Mn, 
and cause errors the Scott Sanchis method 
for determining water Methods 
for the Examination Water, Sewage and In- 
dustrial Amer. Public Health Assoc., 
New York, ed., 1955). These interferences 
are all removed pptn. with and the 
presence sufficient borate buffer maintain 
100 with water) with the sample (150 
(0-25 0-3 and mix gently until 
flocculent ppt. completely formed. Add 
and mix gently until yellow ppt. 
completely formed. Centrifuge filter and 
determine the concn. suitable aliquot 


504. Mohr’s method for the determination 
chlorides. Belcher, Macdonald and 
Parry (Dept. Chem., The University, Birm- 
ingham, England). Anal. Chim. Acta, 1957, 
(6), 524-529 (in re-appraisal this 
method has been made establish clearly the inter- 
fering substances. The for the titration should 
between 6-5 and 10-5, but not above 7-2 
ammonium salts are present. Neutralised K,CrO, 
indicators. The blank value best determined 
with suspension CaCO,. Zinc and have 
effect the titration; and cause 
slightly high results, for which correction can 
applied; oxalate gives moderately high positive 
error, but the presence CaCO, and HNO, 
can pptd. oxalate; interferes and can 
partially masked F-. EDTA value 
masking the effect interfering cations. Small 
amounts not interfere and moderate 
amounts cause only slight positive error. 


505. Colorimetric determination chloride with 
Bertolacini [Res. Dept., Standard Oil Co. (Indiana), 
Whiting, Anal. Chem., 1957, (8), 
1188.—Chloride aq. soln. can determined 
absorptiometrically after treatment with mercuric 
chloranilate liberate reddish-purple acid chlor- 
anilate ion. Interfering cations are first removed 
ion-exchange resin. Oxalate, citrate, acetate 
and not interfere; Br-, I-, SCN-, 
and cause serious interference. The 


Abstr. 


limit detection p.p.m. Cl-; the precision 
and accuracy are within 1%. single deter- 
mination requires min. the 
sample aq. soln. through column Dowex 
X-8 form) and adjust the the eluate 
Cl-) add HNO, and 2-methoxyethanol 
(50 ml), dilute 100 with H,O and add mercuric 
chloranilate (0-2 g). Shake for min., filter, and 
measure the extinction the filtrate 


506. Rapid determination chlorine zinc 
sulphate electrolyte. Masuo Kojima (Chem. Dept., 
Fac. Gen. Educ., Tokyo Univ., Meguro-ku). 
Japan Analyst, 1957, (5), 
electrolytic soln. for zinc production 
co-pptd. with Ag,SO, AgNO, the 
ppt. dissolved aq. and the soln. passed 
are thus removed; the eluate are titrated 
ammonium acetate added the neutralised eluate). 
The loss due the solubility AgCl and 
adsorption the resin was examined with the aid 
and found insignificant. The influence 
(NH,),SO, the Mohr titration similarly 
for Washing with water com- 
pletely removes from the resin column (180 
mesh, diam. 0-9 cm, length 10cm). the presence 
the electrolyte boiled with H,O, 


507. New colorimetric determinations the use 
thiocyanates. XIII. new spectrophotometric 
determination small amounts chlorine, cyanide 
and thiocyanate admixture. Iwasaki, 
Satori Utsumi, Takejiro Ozawa and Hasegawa 
(Dept. Anal. Chem., Tokyo Inst. 
Ookayama). Chem. Soc. Japan, Pure Chem. 
Sect., 1957, (4), 468-474.—A small amount 
reacts with solid AgSCN (10 mg) 
the sample soln.) to give sol. Ag(CN),~, which again 
yields AgSCN addition HNO, 0-2 ml). 
and treated with (6°, HNO,), and the 
resulting pink colour measured 
The decay the pale-violet colour 
working curve linear for The pres- 
does not vitiate the estimation, whilst that Br-, 
Cu, Co, Ni, and 
causes interference. For the determination 
Cl-, both and are decomposed with 
basic soln. (0-2 Na,CO, soln.) boiling 
for min. The product boiled for another 
min, decompose the excess H,O, with one drop 
the copper soln. (catalyst), and treated with 
and the extinction measured 460 mp. Neither 
nor interfere with the colorimetric deter- 
mination with the usual method. 

XIV. new micro-determination iodide its 
catalytic action. Effect various ions and the 
mechanism the reaction. Iwaji Iwasaki, Satori 
Utsumi and Takejiro Ozawa. 1957, (4), 
effect various ions the colori- 
metric determination the catalytic action 
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the decay the pink colour Fe(SCN), 
dil. HNO, soln. (Iwasaki al., Brit. Abstr. 
1953, 383) was investigated. The rate decolora- 
tion increases with increase HNO, concn. 
appears that catalyse the oxidation with 


508. Chromatographic separation chlorides, 
bromides and iodides. Nabivanets. 
Khim. Zhur., 1956, (6), 816-820; Ref. Zhur., 
Khim., 1957, Abstr. No. using the 
anionite MG-36 the form study the 
chromatographic separation Cl-, and I-, 
was established that the greatest difference 
adsorption characteristics found with concn. 
acetic acid Chloride ions are selectively 
eluted from the column (with elution rate 
For the almost complete removal Cl- and Br-, 
150 200 ml. With milli-equiv. Cl-, Br- 
and I-, the error caused the separation within 


509. Volumetric determination chloride, bro- 
mide and iodide ions when present together. 
Vorob’ev (Udmurt State Pedagogical Inst., Izhevsk). 
Zhur. Anal. Khim., 1957, (3), 395-397.—The 
method Berg (Z. anal. Chem., 1926, 69, 342, 368) 
modified make simpler, more accurate and 
quicker. The soln., mixture 10-ml 
amounts 0-01 0-10 KI, 0-02 0-10 
and 0-20 KBr, mixed with acetone 
titrated with 0-01 KIO, and the free 
iodine reacts with the acetone. With soln. con- 
destroyed during the titration, but with soln. con- 
taining the colour disappears oniy 
towards the end the titration. determine Br-, 
the soln. after determination mixed with 
dil. H,SO, (2:1) giving acid concn. 6-7 
slightly warm soln. titrated dropwise addition 
KIO,, giving free and iodine which 
interact with acetone. With Cl- 0-0017 Cl- 
are determined the cooled soln. the Volhard 
titration, otherwise nephelometrically. 


SMITH 


510. determination iodate, bromate 
and dichromate the presence copper. 
Satyanarayanamurthy and Sastry (Dept. 
Chem., Andhra Univ., Waltair). Sci. Ind. Res., 
India, 1957, (2), 83-85.—In the method 
described, interference from eliminated 
complexing with EDTA. for 
soln. 0-7 millimole) and CuSO, 
4-9 millimoles) are added 10% soln. 
(20 ml), acetic acid and EDTA (disodium 
flask shaken until the soln. clear and the titra- 
tion with soln. carried out the usual 
way. Procedure for BrO,-—To soln. 
0-90 millimole) and CuSO, 1-99 
(10 ml), 0-1 EDTA (disodium salt) (20 ml) and 
water The liberated iodine estimated 
the usual way. Procedure for soln 
(0-08 0-8 millimole) and CuSO, 
1-14 millimoles) are added acetic acid (10 ml), 
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20% soln. (20 ml), EDTA (disodium salt) 
(15 ml) and water (20 The iodine estimated 
the usual way. SLATER 


511. Constant-current potentiometric determina- 
tion manganese. Huber and Shain 
(Chem. Dept., Univ. Wisconsin, Madison, U.S.A.). 
Anal. Chem., 1957, (8), 1178-1180.—The tech 
nique const.-current potentiometry was applied 
the Volhard (4) and the Lingane Karplus (B) 
methods for the titration Mn. Electrodes 
platinum wire were used, with polarising current 
accurate and precise with the classical end- 
points. Cobalt and chloride ions interfere with 
method but not with method Procedure 
A—Mix aq. soln. (containing 150 300 
Mn) with acetate (5g) and ZnSO, (10g) and 
neutralise with ZnO paste until more dissolves. 
Dilute 500 and allow the ppt. settle. Heat 
aliquot boiling-point and add the 
required amount standard soln. After 
min., add soln. until apparent 
end-point reached, then add acetic acid 
boil for min. and complete the titration. The true 
end-point marked decrease potential 
stable for min. B—Add aliquot 
the sample (containing 120 160 Mn) 
saturated soln. (200 300 ml) and adjust 
value between and Titrate with 
Take the end-point the peak 


512. Bromine methyl orange method deter- 
mining manganese highly alloyed steel and dur- 


alumin. Gein (Pharm. Inst., Molotov). 
Zhur. Anal. Khim., 1957, (3), 422-423.—The 


method depends the liberation inter- 
action KBr and [formed the AgNO, 
reaction the soln. the alloy con- 
taining and the titration the soln. 
methyl orange. SMITH 


513. Reduction determination 
amounts rhenium 
and Wilson (Chem. Dept., Queen’s Univ., 
Acta, 1957, 354-360 
(in English).—Stannous chloride unsuitable for 
reducing quant. results are required. 
satisfactory method consists shaking 
H,SO, with bismuth amalgam for min. 
The reduced soln. oxidised back the addition 
determination being completed titrating the 
Fe?+ with H,SO,. The method 
satisfactory both the milligram and microgram 
scales. Waton 


small 


514. Cerimetric titration iron using mixed. 
indicator. Heumann and Belovic (Dept 
Chemistry, Univ. Montreal, Canada). 
Chem., 1957, (8), 
sulphonic acid suggested warning indicator 
the cerimetric titration with ferroin 
indicator. The warning colour change (reddish- 
orange dark wine red) comes just before the 
abrupt change (wine red violet) that marks the 
end-point, but does not interfere affect the 
accuracy the titration. The recommended 
diphenylaminesulphonate and one drop 
ferroin per 100 titrated soln. 


Abstr. 511-519 


515. The Fe(III) EDTA complex and its 
analytical use. Ringbom, Siitonen and 
Saxén (Dept. Anal. and Inorg. Chem., Abo 
Akad., Finland). Anal. Chim. Acta, 1957, (6), 
(in English).—The addition excess 
H,O, and aq. NH, soln. the Fe- EDTA 
complex causes deep red colour which, given 
suggested), varies with the excess 
The complex and the colour are stable, and 
the concn. may estimated colorimetri- 
cally means the spectrophotometer, provided 
that certain corrections are applied. Cobalt 
interferes since gives blue colour changing 
red but, when previously oxidised the tervalent 
form, colour change due seen. This 
method suitable for the analysis mixtures 


516. Induced reactions cerimetry. With 
iron(II) inductor. Gopala Rao and Jagan 
Mohan (Andhra Univ., Waltair, India). anal. 
Chem., 1957, 156 (6), 428-431 (in English).—The 
effects the volumetric determination 
ceric sulphate certain carboxylic acids, alcohols 
and sugars have been studied. has been found 
that mandelic, tartaric, malic, citric and lactic 
acids interfere. The induction factor increases with 
increase the concn. interfering substance and 
decreases with increase H,SO, 
phoric acid and NaF are good induction suppressors, 
and NaF also good induction suppressor for 
interference from oxalic acid. The alcohols and 
sugars studied did not interfere. ADLER 


517. Rapid colorimetric determination iron 
copper and copper alloys with dimethylglyoxime. 
Tetsuro Murakami (Dept. Ind. Chem., Kogakuin, 
Shinjuku-ku, Tokyo). Japan Analyst, 1957, 
(3), 172-173.—Ferric hydroxide pptd. with 
reduced with hydroxylamine hydrochloride (I) and 
treated with dimethylglyoxime ammon- 
iacal soln. The extinction the resulting soln. 
532 greater the presence trace amount 
(cf. Rodden, Chemistry the 
Manhattan 143), but decreases with 
rise Al. The extinction coeff. pro- 
electrolytic German silver 
redistilled HNO,, add (10 mg) and treat with 
aq. NH, soln. Wash the ppt. thoroughly the 
paper with aq. NH, soln. containing 
NH,NO, and dissolve hot HCl ml). 
Mix the soln. with CuSO, (250 10% 


518. Estimation ferrous oxide chromite. 
Goswami (Dept. Inorg. Chem., Univ. Coll. 
Sci., Calcutta). Sct. Cult., 1957, (7), 398-400. 

mixture finely powdered ore and ceric 
sulphate mixture H,PO, and (4:1) 
heated 290° 300° for min. The excess 
ceric sulphate determined the usual methods. 


tion, and wt. ore taken. 


519. Rapid chemical analysis magnetite and 
ilmenite. Iwaji Iwasaki, Takashi Katsura, Minoru 
Yoshida and Toshikazu Tarutani (Dept. Anal. 
Chem., Tokyo Inst. Tech., Ookayama). Japan 


Abstr. 


Analyst, 1957, (4), rapid determi- 
ilmenite facilitated the decomposition the 
sample with HF. Since (tervalent state these 
minerals) interferes with the determination 
and Ti, its content must determined the 
Sandell method Eng. Chem., Anal. 1936, 
336). The time taken for the determination 
and <30 min. and for that and 
Procedure for the sample (0-1 
with Na,CO, for hr. and leach with water 
(30 Filter, neutralise the filtrate with 
H,SO, methyl orange, and extract with oxine 
For and Ti—Decompose the 
contents into saturated H,BO, soln. (30 ml) and 
titrate with 0-05 KMnO,. Deduct the amount 
from the result for Reduce the titrated 
soln. with zinc amalgam and titrate the sum 
total Fe, and with Again 
reduce the titrated soln. with the same amalgam 
and titrate with soln., with KSCN (30%, 
indicator. Correct the results for the 
content (By the use 30% KSCN, 
correction necessary for Ti, provided that the 
the sample (0-03 similarly and pour the product 
into saturated H,BO, soln. 
soln. with amount and determine the 
For Si—Fuse the sample 
min., dissolve the cake water (100 ml) containing 
few drops H,O,, and filter. Dilute this 
250ml and neutralise portion 
(diluted with H,SO,. Treat this 
soln. with (2-0 ml) and 
ml) and compare the yellow colour with stan- 
dard after min. 


520. Phase analysis iron ores. Selective 
solution magnetite the presence chalcopyrite. 
Yu. Morachevskii and Kh. Pinchuk. 
Leningr. Univ., 1956, (22), 170-175; Ref. Zhur., 
Khim., 1957, Abstr. No. 34,742.—A method 
evolved for the determination magnetite 
(I), ore composed and chalcopyrite 
(II), based the selective solution 
being practically insoluble this acid. 


521. Spectrophotometric determination trace 
and accompanying elements pig iron. Frick 
and Friedrichlauer (Hess. Berg. Hiittenw. 
Wetzlar, Germany). Arch. 
1956, 27, than Ti, Cr, 
Cu, Ni, Co, Mo, Mg, can determined 
with spectrograph. has dis- 
persion per mm. The equipment and 
procedure are described detail. 

CHEM. ARSTR. 


522. Investigation the sampling method for the 
gas analysis iron and steel. Shin Kimura (Yasugi 
Works, Hitachi Metal Ind. Ltd., Shimane Prefec- 
ture). Japan Analyst, 1957, (4), 232-237. 
The segregation and was examined with 
various samples cast steel. was found that the 
total amount and slightly higher rod 
the fluctuation and the segregation and are 
smaller for thinner samples, although the segrega- 
dependent the shape. Results obtained 
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using the central part rod appear 
representative the average gas content the 
steel. 


523. Micro-determination carbon 
metallic compounds iron and steel. Hitoshi 
Kamada, Shozo Toda and Takao Nishiya (Inst. 
Techno-anal. Chem., Fac. Engng, Tokyo Univ., 
Hongo). Analyst, 1957, (3), 
Mass spectroscopy was applied the determination 
and steel. sample containing carbide mg) 
heated small silica tube 1100° 1150° 
produced collected trap cooled with liq. 
transferred s:nall container, mixed with known 
amount argon (internal standard), and submitted 
mass spectroscopy. The peak height mass 
number compared with that blank 
determination iron and steel the use 


524. Photometric determination silicon steel. 
Sanders and Cramer (United Engineer- 
ing and Foundry Co., Vandergrift, Pa., 
Anal. Chem., 1957, (8), 1139-1141.—The molyb- 
denum blue method used for the rapid and accur- 
ate photometric determination the small amounts 
present plain-carbon and low-alloy steels. 
The from the sample are used reducing 
agent. The coefficient variation, based 
the sample (0-5 containing Si) 
H,SO, with the aid heat. Add ammonium 
persulphate soln. (10 ml) and boil for min 
Cool slightly, filter through fast paper and dilute 
ium soln. (10 ml), and after min. add 
NaF soln. the extinction 
620 665 mu, with blank similarly treated 
aliquot which the order addition molybdate 
and fluoride reversed. For samples that contain 
Si, slightly modified procedure used; 
extra iron low silicon content may needed, 
and additional persulphate for high-carbon steel. 

RoGERS 


525. Photometric determination nitrogen 
steel with pyridine pyrazolone reagent. Hitoshi 
Kamada and Ken Sato (Inst. Techno-anal. Chem., 
Fac. Engng, Univ., Hongo). 
Analyst, 1957, (3), 150-154.—Epstein’s 
method Chem., 1947, 19, 272) 
was applied the colorimetric determination 
the distillate from the Kjeldahl digestion. The 
time taken for complete distillation NH, from the 
NaOH soln. minimised the use steam- 
distillation, and the whole the NH, collected 
the first 10-ml fraction. The distillate (~20 ml) 
mixed with acetate buffer and 
chloramine soln. ml) then, after sec., with 
aq. 
zolone) pyridine ml), and extracted with CCl, 
after min. The extinction coeff. 
measured The time taken for distilla- 
tion and and the accuracy 


526. Detection cobalt o-phenylenediamine. 
Dutta (Inorg. Chem. Lab., Indian Ass. for the 
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Chem. Soc., 1957, (2), quali- 
tatively detected aq. medium the develop- 
soln. Aq. NH, and NaOH 
are equally satisfactory for making the medium 
alkaline; pyridine less satisfactory. The violet 
colour extractable with alcohol. The 
The reaction appears more sensitive 
than that with dithio-oxamide. Interfering ions 
include those Mn, Pd, Cu, 
Fe(CN),*-, citrate and ethylenediaminetetra- 
acetate. WHITTON 


527. Synthesis and use 
Peshkova, Zagorevskii, Bochkova and 


Kuznetsov (Dept. Anal. Chem., Moscow 
Univ.). Vestn. Moskov. Univ., 1957, (1), 117-122.— 


With Co*+ the reagent gives water-insoluble com- 
plex which dissolves organic solvents give 
yellow soln. with absorption max. 290 and 410 
sample dissolved dil. HCl (1:1), the 
soln. evaporated nearly dryness, the residue 
dissolved dil. HCl (1:1) and the soln. diluted 
with suitable buffer soln. (pH 5-0 8-5) and 
soln. the reagent (concn. and amount not stated), 
then set aside for min., after which the 
complex extracted shaking with two 4-ml 
portions The extinction measured 
436 mp. The method sensitive 0-03 
per ml, and large amounts and not 
interfere. SMITH 


528. Analytical aspects some organic com- 
pounds. 2-Hydroxy-3-naphthoic acids: deter- 
mination cobalt. Sachindra Kumar Datta 
(Darjeeling Gov. Coll., Chem. Soc., 
1957, (3), 
naphthoic acid (I) found useful gravimetric 
reagent for the determination Co. The complex 
has composition similar that with 
adding few drops H,O, (30 vol.); NaOH 
added with stirring until the mixture alkaline. 
The ppt. Co,O, dissolved with warming the 
minimum acetic acid (1:1 v/v) and the 
and boiled, and soln. dil. acetic acid 
added. The ppt. filtered off, washed with dil. 
acetic acid and water, and dried constant weight 
130°. The calculated from the formula 
The method has 
accuracy comparable with that the anthranilic 
acid method. SLATER 


529. Analytical studies phosphates. IX. 
Amperometric titration curves cobalt(II) with 
sodium triphosphate. Masamitsu Kobayashi (Chem. 
Dept., Kobe Univ., Higashinada-ku). Chem. 
Soc. Japan, Pure Chem. Sect., 1957, (5), 
—The amperometric titration curve with 
complex formation appears complete 
>7. was obtained 
crystalline form and step-wise formation this 
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530. Thiocyanate determination 
cobalt and Joshi (Hindu Univ., 
Benares). Naturwissenschaften, 1956, (22), 516 
(in English).—A solution the cobalt nickel salt 
pyridine added with known excess thio- 
cyanate. The flask filled the mark, the pptd. 
pyridine thiocyanate complex filtered off, and 
the excess reagent determined measured 
volume the filtrate the ceric sulphate method. 

KAWERAU 


531. Determination sulphur nickel the 
evolution method. Luke (Bell Telephone 
Lab. Inc., Murray Hill, N.J., U.S.A.). Chem., 
1957, (8), 1227-1228.—The ASTM method for 
the determination nickel has been improved 
using platinic chloride accelerate solution 
the metal aq. HCl. shown that all 


532. Removal from nickel means 
and Pchelina. Report the symposium 
L., LGU, 1956, Ref. 
Zhur., Khim., 1957, Abstr. No. 41,413.—The con- 
ditions for the separation and complex 
ions columns the anionites PEK, PE-9 and 
are studied and method proposed for 
PE-9) (Cl form) rate per min. 
Wash the column with 100 HCl and wash 
first eluate with dimethylglyoxime, and the 
second eluate photometrically with dithizone. The 
error determining higher than normal 


533. Separation fission products distillation 
method. Isolation carrier-free ruthenium 
ceric sulphate Kambara 
(Chem. Dept., Fac. Educ., Shizuoka Univ., 
Oiwa-cho). Japan Analyst, 1957, (5), 
The use Ce(SO,), for the oxidative distillation 
carrier-free was studied for application the 
separation fission products. The optimum concn. 
distillation complete within min. for 
tamination factor from being compar- 
able with that the method (cf. Anal. 
Abstr., 1957, 131). 


534. Separation rhodium 
palladium and iridium ion exchange. 
MacNevin and McKay (McPherson Chem. 
Lab., Ohio State Univ., Columbus, Anal. 
Chem., 1957, (8), 1220-1223.—Add quinol 
soln. soln. the chlorides until further 
change colour occurs. Add sufficient EDTA 
retain the boil, and make alkaline with 
conc. NaOH soln. Cool and adjust 2-8 with 
HCl. Pass gas through the soln. for min. 
re-oxidise the Ir. Apply the soln. column 
Dowex X-8 cation-exchange resin form) and 
wash with 10% chlorine water Elution with 
gives Rh, which spectrographically free 
from Pt, and Ir. small amount 10%) 
washed out the chlorine water, probably 
owing there being amount pink anionic 
form rhodium chloride equilibrium with the 
yellow cationic form. 
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535. Bismuthiols colorimetric reagents for 
palladium. Majumdar and Chakra- 
bartty (Jadavpur Univ., Calcutta). Sct. Cult., 
1957, (1), bismuthiol and give 
coloured complexes with Pd. The max. absorption 
occurs 400 and 420 my, respectively, any 
between 2-4 and law obeyed 
when the concn. 0-8 with bismuthiol 


536. Use for determining 
large amounts palladium the presence copper 
and nickel. Pshenits¥n and Nekrasova 
(N. Kurnakov Inst. Gen. and Inorg. Chem., 
Acad. Sci., USSR, Anal. Khim., 
1957, (2), soln. (100 containing 
HCl wt. and Pd, and treated 
during stirring with 10% soln. 
lected and washed with HCl and then with 
water, and dried 110°, and the filtrate containing 
and evaporated with H,SO, and HNO, 
destroy organic matter. The residue (NiSO, and 
CuSQ,) dissolved water, acetic acid and 
acetate are added, the pptd. with salicyl- 
aldoxime soln., and the ppt. dried constant 
added the filtrate, and the pptd. nickel com- 
pound dried constant wt. 100°. 

SMITH 


537. Colorimetric determination palladium 
means 4-nitrosodiphenylamine with the use 
Shlenskaya and Razina (Dept. Anal. Chem., 
Moscow Univ.). Vestn. Moskov. Univ., 1957, (1), 
111-116.—The composition the purple brown 
complex and 4-nitrosodiphenylamine extracted 
from aq. soln. 1-8 n-butanol corresponds 
(~5 the soln. mixed with buffer 
soln. 4-nitrosodiphenylamine, then diluted 
ml, heated 55° 60° for sec., cooled and 
extracted three times with 2-ml portions 
butanol. The extinction the combined extracts 
the presence Co, Ni, Cu, Fe, and Pt. 

SMITH 


538. Amperometric titration palladium 
means certain organic reagents the rotating 
platinum electrode. Bardin and Yu. 
Lyalikov State Zhur. Anal. 
Khim., 1957, (3), 390-394.—Amperometric titra- 
tions 0-1 NaNO, with rotating platinum 
electrode (800 r.p.m.) 0-9 applied e.m.f. 
are described. With 0-01 
50% acetic acid titrant definite end-point 
obtained, but satisfactory results are given 
furil (0-01 water), dimethylglyoxime 
(ethanolic soln. aq. soln. the sodium salt), 
2-furfuraldoxime and 8-hydroxyquinoline. 

SMITH 


539. Diallyldithiocarbamylhydrazine 
analytical reagent: determination palladium and 
its separation from nickel. Sen Sarma (Univ. 
Coll. Sci., Cult., 1957, (11), 
635.—Palladium pptd. quant. the reagent 
from hot soln. 3-1 4-5 the presence 
citrate. The ppt. has 
Nickel can determined the filtrate prev- 
iously described (cf. Dutt and Sen Sarma, Anal. 
Abstr., 1956, 3539; 1957, 380). 


540. Analytical chemistry the platinum metals. 
The separation minimal amounts osmium 
and ruthenium distillation. Geilmann and 
Neeb (Inorg. Anal. Inst., Univ. Mainz). 
anal. Chem., 1957, 156 (6), usual 
method separation distillation the tetroxides 
from acid oxidising soln. applicable microgram 
quantities both elements. suitable apparatus 
described and reliable method given which 
CrO, and H,SO, and are used. 
determined. accuracy within 10% the true 
value obtained. 

VI. Separation osmium and ruthenium 
extraction the diphenylthiourea and tetraphenyl- 
arsonium compounds. Geilmann and Neeb. 
Ibid., 1957, 156 (6), 420-426.—Small quantities 
and Os, both volatile during the oxidative 
distillation, may separated one two 
methods: extraction with diphenylthiourea (I) 
with tetraphenylarsonium chloride extracts 
and the method suitable for the separation 
small quantities from considerable excess 
Os; extracts and the method suitable for 
the reverse procedure. The extracted metals are 
again distilled tetroxides remove organic 
matter, and then determined colorimetrically (cf. 
Anal. Abstr., 1957, 524). ADLER 


541. Spectrographic method for simple comparison 
inorganic components oil and slag. 
Okada, Shigeo Nakai and Tsunehide Kohzuma 
(Res. Lab., Maruzen Sekiyu Co., Shimitsu, Waka- 
yama Soc. Japan, Ind. Chem. 
Sect., 1957, (2), the gradient 
working curve for given component oil 
slag remains almost unchanged different photo- 
graphic plates under given conditions emission, 
the ratio the gradients for Ba, and can 
criterion for discriminating between similar 
lubricant oils, and that for Fe, Ni, Cu, and for 
slags. Oil impregnated into rotating carbon 
electrode and spark struck (0-8 mH, 0-0033 
exposure, are pressed with carbon 
powder produce rod, and intermittent arc 
struck 5A; interruption factor, 1/4; 
interruption period sec.; exposure sec.). The 
working curves were prepared the usual method 
for each element, and the ratio the gradients 
calculated the use one the components 
standard. The approx. content each component 
unknown sample estimated with the aid 
this ratio. 


See also Abstracts 338, 341, 345, 716, 717, 718, 
719, 726, 727, 737, 743, 758. 
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542. Rapid micro-determination nitrogen 
organic compounds the phosphoric acid 
iodic acid decomposition method. Takagi 
and Nori Hayashi (Chem. Dept., Fac. Sci., Kana- 
zawa Univ., Kanazawa). Chem. Soc. Japan, 
Pure Chem. Sect., 1957, (4), 445-449.—The 
determination nitrogen the strong phosphoric 
acid decomposition method (cf. Ohashi, Anal. 
Abstr., 1955, 1956, 2755) was modified 
for application micro-analysis (sample mg). 
Since the decomposition (at 240°) with KIO, 
strong phosphoric acid completed within few 
min., the evolved gas introduced into small 
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reservoir confined with glycerol and then gradually 
passed the nitrometer. remove the small 
amount gas dissolved the strong phosphoric 
acid (~0-003 per ml), preliminary heating with 
0-3 KIO, The relative error 
<2%. Nitro compounds, oximes 
cyclic compounds must reduced before decompo- 
sition this method. Sarto 


543. Micro- and semi-micro determination 
nitrogen hydrogenation organic materials. 
Gel’man and Korshun (Inst. Ele- 
mentary Organic Compounds, Acad. Sci., USSR, 
Moscow). Zhur. Anal. Khim., 1957, (1), 
133.—The method based rapid thermal 
and passage the products over iron catalyst 
prepared igniting and reducing the 
oxide The NH, formed from the the 
material absorbed 0-02 the excess 
which determined iodimetrically. The method 
applicable the analysis amino compounds 
and heterocyclic compounds containing 


544. Organic elementary analysis with micro- 
organic sulphur. Asaji Kondo (Dept. Org. Chem., 
Tokyo Inst. Tech., Ookayama). Analyst, 
1957, (3), 174-175.—The organic compound 
decomposed Elek and method Amer. 
Chem. Soc., 1953, 55, 3439) titrated with 0-02 
BaCl,, with the disodium salt tetrahydroxy- 
benzoquinone external indicator. The sample 
mg) mixed with (80 100 mg) 
and (0-4 0-5 micro-bomb and heated 
for min. The product dissolved water 
the presence platinum foil decompose the 
neutralised with phenolphthalein and 
again with aq. NH, soln., the excess which 
removed make the soln. colourless. The product 
mixed with equal vol. ethanol and titrated 


545. Automatic ignition the sample use 
the Bunsen burner the rapid silver absorbent 
method for sulphur. Kuck and Grim 
(Stamford Res. Lab., American Co., 
Connecticut, Acta, 1957, 
(in English).—When automatic 
electric furnace replaces Bunsen burner for the 
ignition samples the rapid silver absorbent 
method for there difference accuracy. 
Statistical does, however, suggest that the 
elimination one variable from the procedure 
produces slight increase precision. 

Waton 


546. Rapid methods micro-elementary analysis. 
XIII. Simultaneous determination carbon, 
hydrogen, silicon and sulphur sulphur-containing 
organosilicon compounds. Klimova and 
Bereznitskaya (N. Zelinskii Inst. Organic 
Chem., Moscow). Zhur. Anal. Khim., 1957, 
(3), 424-425.—The methods previously described 
(cf. Klimova al., Anal. Abstr., 1956, 3663, and 
1957, 1241; and Korshun and Sheveleva, Brit. 
Abstr. 1952, 520) are combined give simul- 
silicon compounds. SMITH 


547. Micro-determination halogens. zinc 
absorption method. Kirsten (Inst. Med. 
Chem., Univ. Uppsala, Acta, 
1957, (3-4), 289-295 (in 
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evolved dry combustion methods are quant. 
absorbed granulated zinc 50° stream 
moist After being eluted from the zinc with 
dil. acetic acid, the halides are titrated potentio- 
metrically with standard AgNO, soln. The zinc 
also absorbs sulphur oxides, but the interference 
overcome blowing through the soln. after 
elution, when the sulphur compounds are either 
volatilised converted into sulphate. 


548. Organic elementary analysis with micro- 
bomb. II. Separation and semi-micro determina- 
tion iodine organic compounds containing other 
Kondo (Dept. Org. Chem., 
Tokyo Inst. Tech., Ookayama). Japan Analyst, 
1957, (4), iodine with 
was applied the determination iodine organic 
compounds decomposed the micro-bomb method. 
The neutralised sample soln., obtained described 
Part (cf. Anal. Abstr., 1958, 544), made acid 
with filtered (to remove powder) and mixed 
with conc. HCl ml) and PdCl, (30 
(0-8 ml) ice bath and treated with 
hydrazine hydrate soln. (100 per ml, 1-0 
The product heated water bath for 
min. and set aside overnight. The pptd. 
filtered off sintered glass filter and weighed. 
The result appears slightly lower than 
theoretical. 


549. The use fusion reactions with benzoyl 
peroxide organic spot-test analysis. and 
Silva (Lab. Prod. Mineral, Min. Agric., 
Rio Janeiro, Brazil). 1957, 82, 582- 
organic compounds (or some groups 
them) are decomposed molten benzoyl per- 
oxide characteristic manner yielding products 
that can easily detected the gaseous phase. 
The reactions are carried out the micro scale 
immersion the container glycerol bath 
previously heated between 120° 
O-Methyl and compounds yield form- 
aldehyde, which can detected the violet colour 
formed drop chromotropic acid H,SO, 
mixture micro hanging-drop apparatus. 
Ethyl compounds yield acetaldehyde, detected 
filter-paper moistened with morpholine sodium 
nitroprusside reagent covering the mouth the 
micro test-tube. Propenyl compounds give the 
same reaction 100° and boiling-water bath 
used. Aliphatic oximes and aliphatic aro- 
matic hydroxamic acids yield which 
detected the red colour with the Griess reagent. 
Blank tests should always made. The test 
not applicable ethoxy compounds; these require 
higher temp., with danger deflagration. The 
limits detection the many compounds tested 
are given and the theory the reactions dis- 
cussed. JONES 


550. Photometric micro-determination acyl 
groups. The analytical use ferric iron hydrox- 
amic acid complexes. Bayer and K.-H. 
Reuther. Chem. Ber., 1956, 89, 
acyl group content esters determined con- 
verting the esters into the corresponding hydrox- 
amic acids treatment with hydroxylamine, and 
then measuring the extinction 520 540 
the acid complex. N-Acyl 
groups and acids are excluded. The amount 
sample required 0-3 according the 
number acyl groups present. 
CuMMINS 


Abstr. 551-558) 


551. Amperometric titration mercapto groups 
with silver nitrate. Sluyterman (N. 
Eindhoven, The 
Netherlands). Biochim. Biophys. Acta, 1957, 
(2), results obtained the ampero- 
metric titration cysteine derivatives 
glycollic acid are attributed the influence 
nearby amino carboxyl groups the uptake 


552. Thermal analysis normal alkanes. 
Mazee (Koninklijke Shell Lab., Amsterdam, Nether- 
lands). Anal. Chim. Acta, 1957, (1), 97-106 
(in binary mixtures 
melting-point curves sometimes indicate the exist- 
ence complex system. The proportion the 
components cannot deduced from such curves 
simple manner without knowledge the 


553. Determination small amount hydro- 
carbons and carbon dioxide oxygen, nitrogen and 
air the use silica gel cooled with liquid oxygen. 
Eizo Yasui and Hiroshi Suzuki (Res. Lab., Toa- 
gosei Chem. Ind. Ltd., Minato-ku, Nagoya). 
Chem. Soc. Japan, Ind. Chem. Sect., 1957, (3), 
gel (20 mesh, 100g two 
vessels) cooled with liq. quant. adsorbs hydro- 
carbons (including CH,) and CO, oxygen, nitrogen 
air (rate flow 500 per min.; litres 
oxygen; litres nitrogen air). Moisture 
must removed with silica gel mesh) packed 
silica tube (diam. mm; length 550 mm; room 
temp.), which placed before the cold column. 
The adsorbed gases from the cooled silica gel and 
dehydration column are bubbled through Ba(OH), 
(rate flow, per min.), and the absorbed 
CO, titrated with HCl. The hydrocarbons are 
introduced into combustion tube (containing 
CuO, PbCrO,, and PbO,) for org. elementary 
analysis together with (rate flow, <400 ml), 
and and are determined the usual method. 


554. Rapid determination acetylene, hydro- 
carbons and carbon dioxide liquid oxygen. 
Matsui, Yoshibumi Ito, Eizo Yasui and Hiroshi 
Suzuki (Res. Lab., Toa-gosei Chem. Ind. Ltd., 
Minato-ku, Nagoya). Chem. Soc. Japan, Ind. 
Chem. Sect., 1957, (4), gel 
mesh, 5g) adsorbs acetylene 300 liq. 
and the acetylene remains adsorbed 
The amount acetylene determined colorimetri- 
cally with the reagent. working curve 
the final soln. The rate flow must 
carefully regulated avoid escape acetylene. 
The silica gel also adsorbs CO, and hydrocarbons, 
which can rapidly determined (cf. Yasui and 
Suzuki, Anal. Abstr., 1958, 553). Procedure— 
Add silica gel (dried 150°) small portions 
100 liq. Pass purified litre per min.) 
through this liq. evaporate most within 
min. Reduce the rate flow 400 per min. 
and continue the flow until the gel surrounded 
with ice. Then pass the stream (150 per 
min.) reagent [10% 
CuSO, soln., aq. NH, (1+ 1), 
hydroxylamine hydrochloride soln., 
gelatin soln., ml; anti-foaming agent, 
(containing 30, and the reagent) for 
20. min. Combine the reagents and measure the 
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extinction coeff. (for CO, and hydro- 
carbons). After the termination the rapid flow 
introduce the evaporating gas into absorption 
vessel containing Ba(OH), ml) and, for 
the determination hydrocarbons, through com- 
bustion tube heated 850°, adjusting the rate 
flow 150 per min. After the removal 
all heat the sample container 60° (for CO,) 
150° (for hydrocarbons) and finally pass (100 
per min.) for min. Titrate the Ba(OH), 
soln. with HCl. Hydrogen hydrocarbons cannot 


555. Mixed colour indicator for the detection 
ethylene oxide. Pokrovskii. Zhur. Anal. 
Khim., 1957, (2), 273.—As indicator the detec- 
tion ethylene oxide the reaction with 35% 
hexamine soln. saturated Na,S,O, soln., 2:2:1 
mixture indigo carmine soln., cresol 
red soln. and 0-1% methyl orange soln. recom- 
mended. The colour change sharp, from green 
blue violet. titrations dil. soln., two 
three drops the mixed indicator are added per 
100 detect ethylene oxide air, 
soln. mixed with two drops the indicator 
and one drop acetic acid soln. 


556. Determination alcohols the method 
dehydration. Petrova and Novikova 
(All-Union Sci. Res. Inst. Synthetic and Natural 
Perfumes, Moscow). Zhur. Anal. Khim., 1957, 
(3), 411-414.—The sample (e.g., linalol) 
transferred flask fitted with condenser and 
acid act catalyst. The mixture heated 
boiling and kept boiling then cooled, 
mixed with dry methanol, and titrated with 
Fischer reagent. carried out simul- 
taneously and correction also made for the water 
content the alcohol. The method suitable for 
the determination tertiary and easily dehydrated 
primary and secondary alcohols the presence 
stable (saturated) primary and secondary alcohols. 


557. The detection deoxy sugars paper 
chromatograms. and Weiser (For- 
schungsabteilung, Pharm.-Chem. Fabrik A.v.Wald- 
heim, Wien). Naturwissenschaften, 1956, (24), 
582.—These sugars can detected without pre- 
liminary hydrolysis the following reaction 
The dry chromatogram sprayed with 
methanolic solution boric acid containing 
HCl. The paper then heated the oven 
100° 105° for min. Free glucosidically 
linked deoxy sugars appear greyish-blue spots 
with red fluorescence u.v. light. ordinary 
light little can detected, u.v. light 
little 0-5 the deoxyhexose. The sensi- 
tivity the reaction towards glucosides depends 
their sugar content. The 2-keto sugars 
olive-green spots, but methylpentoses not react. 

KAWERAU 


558. Determination organic acids dispersion 
chromatography silica gel. Pyatnitskii 
and Kiprach. Uch. Zap. Gos. 
Ped. Inst., 1956, (18), 3-13: Ref. Zhur., Khim., 
1957, Abstr. No. separation 
succinic and malic acids effected 
chromatography column washed silica gel 
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slightly moistened with dil. 
chloroform (20:80, vol.) elutes acids the order 
oxalic, malic, citric. Immediately after 
the citric acid, H,SO, eluted and interferes with 
the determination citric acid. Oxalic acid 
incompletely eluted. The chromatogram 
mixture organic acids extracted from tobacco- 
plant leaves very similar the chromatogram 
mixture the four acids citric, oxalic, malic and 
succinic. 


559. Identification organic acids p-phenyl- 
esters. Vioque and del Pilar 
Maza (Inst. Grasas, Seville, Spain). Grasas 
Aceites, 1957, (1), 
bromide derivatives the acids are prepared 
and H,O (0-4 ml) and bringing 6-5 with 
NaOH ethanol. p-Phenylazophenacyl 
bromide added equimolar proportion and the 
mixture heated under reflux for hr. The 
derivative extracted with benzene and separated 
from unchanged reagent and secondary products 
chromatographically silica column. 

O’NEILL 


560. Determination water acetic acid with 
acetic anhydride and aniline. Mihir Nath Das 
(Indian Ass. for Cultivation Sci., Jadavpur, 
Calcutta). Indian Chem. Soc., 1957, (3), 
millimoles) acetic acid standardised treat- 
titrating the excess after min. with 0-1 
acetic acid violet end-point. Water 
acetic acid determined adding standard acetic 
anhydride and (to 0-001 N), and after 
min. aniline added and titrated above. 

SLATER 


561. Cerate chromate oxidimetry. Estima- 
tion formic and oxalic acids their mixtures. 
Sharma (Univ. Allahabad, India). anal. 
Chem., 1957, 157 (2), 110-113 (in English).—Both 
oxalic and formic acids are quantitatively oxidised 
CO, and H,O the presence 
chromate and approx. v/v H,SO,, whereas 
only oxalic acid oxidised quantitatively CO, 
and H,O Ce(SO,), dil. H,SO,. mixture 
the acids can determined these two reactions. 
Duplicate samples the test mixture are treated 
follows. Sample (i) heated under reflux with 
known excess standard Ce(SO,), 
mination the excess Ce(SO,), gives, differ- 
ence, the amount Ce(SO,), used the oxalic 
acid. Sample (iz) heated under reflux with 
known excess standard Ce(SO,), soln., containing 
few drops chromic salt and conc. 
Determination the excess gives, 
difference, the amount Ce(SO,), used both 
the oxalic and the formic acids. The difference 
between the two values gives the amount 
used the formic acid the mixture. 

ADLER 


562. Polarographic behaviour geometrically 
isomeric acids. Markman and Zinkova 
(Central Asian Polytech. 
Khim., 1957, (6), polarography 
citraconic and mesaconic acids, cis- and trans- 
aconitic acids, cis- and acids and 
cis- and trans-crotonic acids studied. The cis- 
isomers are reduced less negative potentials 
the dropping mercury electrode than are the trans- 
isomers. The corresponding various 
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values the soln. are recorded for each the 
Conditions for determining the 
graphically are given. SMITH 


563. The ferric hydroxamate colour reaction. 
The direct titration water and acetic anhydride. 
Barltrop and Morgan (Dyson Perrins 
Lab., Oxford University). Chim. Acta, 
1957, (6), 520-523 (in 
used Catalyst, the reaction between water and 
acetic anhydride rapid enough for titrimetric 
procedure adopted. mixture FeCl, 
soln. ethanol with hydroxylamine hydrochloride 
used external indicator because the ready 
formation, the interaction hydroxylamine and 
acid anhydride, the acids, which 
form red complexes with ferric salts. With this 
procedure the water acetic acid, methyl cyanide, 
ethyl acetate, acetone, benzene, methanol and 
ethanol can readily and accurately determined. 
This method not applicable amines, owing 


564. Determination amines aqueous solutions 
extraction with chloroform. Yuzi Takayama 
(Mitsubishi Rayon Co., Kyobashi, Tokyo). Japan 
Analyst, 1957, (5), amines 
(e.g., are extracted with 
from 20% NaOH soln. Water dissolved the 
removed distillation and the amine 
caused react with picric acid and the 
intensity the resulting yellow colour measured 
The working curve linear for 
the absorption remains unchanged for 150 min. 
the presence H,SO, the initial 
soln., the extraction incomplete even after the 
addition large excess NaOH. The sample 
mixed with NaOH ml) and extracted with 
(>1 distillate collected) and the remaining 


565. Determination ammonia 
aliphatic amines indirect polarographic 
method. Pletikha and Shtefan (Res. Inst. 
Plant Growing, Prague). Anal. Khim., 1957, 
(2), ppt. obtained with 
reagent collected and washed with NaOH 
and then dissolved 25% soln 
After removal the determined polaro 
graphically, and the amount NH, amine 
calculated from the result. 


566. Quantitative semi-micro determination 


Vestn. Moskov. Univ., 1956, (1), Ref 
Zhur., Khim., 1957, Abstr. No. 41,545.—The 


method described based the titration the 
alkali released the reaction vinyl cyanide 
(I) with Na,SO,. Introduce 20-mg sample 
Iin sealed ampoule into flask, and add 
ampoule, mix the soln., and titrate with 0-05 
H,SO,. The end-point detected the change 
colour mixed indicator (one drop alizarin 
yellow and five drops thymolphthalein) from 
violet yellow (through blue and green). blank 
out. The errer the determination 
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+0-3%. The presence methyl methacrylate, 
aldehydes, organic acids and 2-cyanoethanol causes 
interference. 


567. Polarographic determination 
isobutyronitrile, aliphatic and 
Bobrova and Matveeva (Leningrad 
Engng Economics Obshch. Khim., 
1957, (5), nitriles having 
double bond conjugated with the nitrile bond and 
aromatic nitriles with without conjugation 
the nitrile and double bond the ring are not 
reduced the dropping mercury electrode, although 
phthalonitrile reduced. Acrylonitrile 
alcoholic LiCl soln., methacrylonitrile and fumaro- 
nitrile aq. soln. tetraethylammonium iodide, 
phthalonitrile aq.-alcoholic lithium citrate soln. 
tetrabutyl- 
ammonium iodide soln. are reduced and can 
determined polarographically. They have 
S.C.E., respectively. The relation between current 
and concn. linear. SMITH 


568 Comparison cryoscopic determinations 
purity benzene thermometric and calorimetric 
(Nat. Bureau Standards, Washington, D.C., 
U.S.A.). Anal. Chim. Acta, 1957, (1), 54-79 
(in were conducted with 
highly benzene and with the same benzene 
contaminated with known quantities n-heptane. 
the thermometric method the sample was frozen 
nearly constant rate and the temp. was recorded 
regular intervals; earlier methods interpreting 
the data were modified. the calorimetric method 
the sample was melted stages controlled incre- 
ments energy under adiabatic conditions, the 
equilibrium temp. were recorded and the data were 
interpreted known methods. The large diver- 
gence results, previously obtained these two 
methods, was reduced less than the deviations 
now shown one method. JOHNSON 


569. Infra-red absorption spectra and 
alkylphenols. Shigeyuki Tanaka (Inst. Techno-anal 
Chem., Fac. Engng, Univ., Hongo, Tokyo). 
Japan Analyst, 1957, (3), absorp- 
tion spectra alkylphenols were observed 
CS, and regularity the C-H vibration (out 
plane) was examined. The characteristic absorp- 
tion o-substituted phenols 13-37 0-01 
whatever the substituent, whilst 
molar extinction coeff. the ortho compounds are 
comparable whether measured the peak intensity 
method the integrated absorption intensity 
method, whereas those the para compounds 
show agreement only when measured 
integrated absorption intensity method. alkyl- 
phenol similar structure can thus used the 
standard substance for the i.r. spectrophotometric 
determination less accessible compound. 

570. Determination phenols carboxylic 
acids the presence each other. (Preliminary 
communication.) Gyenes (Anal. Lab., Pharm. 
Factory Budapest). Magyar 
Foly., 1957, (2-3), using azo violet (I) 
indicator, phenolic groups and carboxyl 
groups can determined the presence one 
another, some cases even they are the same 


molecule. sample, equiv. 
(85:15) acetone and pyridine (30 
neutralised Titrate with II; the first 
(orange) colour change the equivalence point for 
the carboxyl groups; the second (bluish-violet) 
change that for the phenolic hydroxyl groups. 
the original soln. yellow, the colour change 
different. The method can used for the differ- 
ential titration dicarboxylic acids the difference 
the dissociation constants the carboxyl groups 


571. Analysis chlorophenols anion-exchange 
chromatography. Logie Ltd., General 
Chemicals Div., Res. Dept., Widnes, England). 
Analyst, 1957, 82, 563-581.—In the methods 
described for the separation chlorophenols from 
commercial samples and 
2:4-dichlorophenol, the columns used are De- 
Acidite the chloride form converted into the 
acetate situ. The chlorophenols are isolated 
either graded elution with glacial acetic acid 
methanol mixtures control the the 
eluting solvent with triethylamine acid 
buffer soln. methanol. For the detection and 
determination the chlorophenols, u.v. absorption 
measurements are made. For 2:4:5-trichloro- 
phenol iodimetric titration method involving 
measurement the absorbed the isomer can 
applied the eluate. The methods are applied 
and and the determination 
2:6-dichlorophenol, 2:4:6-trichlorophenol and 
cedure should applicable generally the 
separation and determination phenolic com- 
JONES 


572. Use the method counter-current parti- 
tion. II. Quantitative analysis isomers ad- 
mixture the method counter-current partition 
exemplified the ortho and para isomers 
chlorobenzoic acid. Baikina and 
Khokhlov (All-Union Sci. Res. Inst. Antibiotics, 
method previously described 1956, 11, 
651) applied with certain improvements the 
separation the ortho and para isomers chloro- 
benzoic acid. The mathematical basis the 
method also studied. SMITH 


573. determination gallic acid. 
soln. (10 ml) containing 
gallic acid per litre mixed with 
iodine and then dropwise, with continuous stirring, 
with NaOH. The closed flask set aside 
The colour does not disappear completely 
because the formation coloured product. 
After addition dil. (1:4) the liberated 
iodine titrated with 0-1 The reaction 
gallic acid with iodine not stoicheiometric and 
the content has found from table based 

SMITH 


574. Direct potentiometric determination 
terephthalic acid the presence p-toluic acid 
pyridine medium. Valcha (Res. Inst. Org. Synth., 
Pardubice-Rybitvi, Czechoslovakia). Chem. Zvesti, 
1957, (6), the 
mixture pyridine chloroform (1:4) and titrate 
potentiometrically with ethanolic NaOH. 
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The vol. needed for the first maximum indicates 

terephthalic acid, the difference between the first 

and the second maximum indicates p-toluic acid. 


575. Determination tertiary amines xylidine 
fractions the use infra-red spectra. III. 
Isolation and determination 2:3-cyclopenteno-6- 
Shigeyuki Tanaka and Hisakazu 
Arakawa (Inst. Techno-anal. Chem., Fac. Engng, 
Tokyo Univ., Hongo). Analyst, 1957, 
(5), further investigation for unknown 
tertiary amines the xylidine fraction coal tar 
disclosed the presence 
methylpyridine, which has absorption peaks 
12-20 and both obeying Beer’s law for 
per CS,. Its content the xylidine 
fraction 2:3:4-Trimethylpyridine, found 
the same fraction, also has two peaks 12-20 
and 12-30 which obey Beer’s law for per 


576. Acid anilides. Qualitative separation 
fatty acid anilides paper chromatography. 
Jonge and Verhage (Unilever Res. Lab., 
Viaardingen, Netherlands). Trav. Chim. Pays- 
Bas, 1957, (3), new method 
described for the qual. separation and identification 
fatty acids (C, paper chromatography 
their anilides Spots are located 
u.v. absorption. The systems used are cyclohexane 
with either methanol, 50% ethanol, 
n-propanol. 

VI. Quantitative paper-chromatographic analysis 
Verhage. 1957, (3), 
method applied the quant. analysis not only 
anilides, but also mixtures saturated fatty 
acids and esters, and is satisfactory for homologues 


577. Reduction nitrocyclohexane hydriodic 
acid method for its quantitative determination. 
Milk and Meat Industry). Zhur. Anal. Khim., 
1957, (2), 274.—The method based the 
reaction— 

ethanol methanol treated with dil. 
KOH soln. (1:5) (to give the aci form the nitro 
compound) and the vol. made 100 with 
water alcohol. portion the soln. 
water and dil. HCl soln. (1:2). After 
min. the liberated iodine titrated with 
SMITH 


578. Refractometric method production control 
intermediates and Determination 
p-chloronitrobenzene o-chloronitrobenzene. 
Voroshilov Sci. Res. Inst. Organic Intermediates 
and Rubezhnoe). Zhur. Anal. Khim., 
1957, (3), mixtures and 
p-nitrochlorobenzene containing 10, 50, and 
the compound, the rate change 
refractive index with temp. 40° 70° 0-0005. 
const. temp. change the content 
changes the refractive index From the 
results the composition mixture can deter- 
mined from measurements refractive index 
accuracy +1% the sample wt. 

SMITH 
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579. Potentiometric determination p-nitro- 
toluene m-nitrotoluene. Portnoy and 
Tomilov (K. Voroshilov Sci. Res. Inst. 
Organic Intermediates and Dyestuffs, Rubezhnoe). 
Zhur. Anal. Khim., 1957, (3), After 
reduction the m-nitrotoluene containing 
p-nitrotoluene with and dil. H,SO,, portions 
the soln. are titrated potentiometrically with 
NaNO, and KBrO,. From the amounts required, 
the concn. p-nitrotoluene can calculated. 

SMITH 


580. Complexometric determination pyridine. 
Castiglioni (Univ. Turin, Italy). 
Chem., 1957, 156 (6), weakly ethanolic 
soln. (<30% v/v water), pyridine and CdCl, 
form the complex the ethanol 
content greater, some the complex reacts 
give C,H,N.CdCl,; soln. containing more than 
90% v/v alcohol, only formed. 
These reactions are the basis accurate method 
for the determination small quantities pyridine 
used alcohol denaturant. the 
CdCl, soln. v/v ethanol The ppt. 
filtered off No. sintered glass crucible and 
washed with v/v ethanol. The filtrate 
diluted with H,O, neutralised with dil. aq. NH, 
incipient pptn., and then buffered with 
aq. when the soln. clears. The 
the soln. titrated with EDTA 
(disodium salt), with Eriochrome black 
soln.) indicator, toa blue blank 
titration carried out with the CdCl, soln. The 
difference the two titrations represents the 
amount used the formation the 
complex. The content the 
test soln. may obtained from this multiplying 


581. Separation and determination pyridine 
and «-picoline paper chromatography. Wataru 
Funasaka and Tsuguo Kojima (Dept. Ind. Chem., 
Fac. Engng, Kyoto Univ., Sakyo-ku). Chem. 
Soc. Japan, Chem. Sect., 1957, (4), 428-430. 
—Three drops pyridine (I) soln. its hydro 
chloride are developed hr.) filter-paper 
(40 cm) with butanol saturated with 
HCl, and standard samples and (II) 
are developed both sides the three spots. The 
spots 0-30) are cut out, extracted with 
water steam bath, diluted and mixed with 
saturated hydrazine hydrochloride soln. and BrCN 
soln., and submitted colorimetry 530 
The amount calculated from the mean the 
three data. and other impurities have values 
greater than 0-5. The standard deviation 
3%, the max. being for binary mixtures 


582. Paper chromatography pyridine homo- 
logues. Wataru Funasaka and Tsuguo Kojima 
(Dept. Ind. Chem., Fac. Engng, Kyoto Univ., 
Sakyo-ku). Chem. Soc. Japan, Ind. Chem. 
Sect., 1957, (4), 427-428.—The paper chromato- 
graphy pyridine (I), (II), 
(III), 2:3-lutidine (IV), 2:4-lutidine 2:6- 
(VIII) was studied using the hydrochlorides and 
the addition compounds with developing with 
acid and detecting with 
reagent. The use the hydrochlorides gave the 


butanol, the value increases with increase 
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and the use n-butanol saturated with 
developer values—-I, 0-30; II, 0-50; III, 0-50; 
IV, 0-66; 0-65; VI, 0-71; VII, 0-75; VIII, 0-85). 


583. Spectrophotometric determination phen- 
oxathiin the ultra-violet. Capitan Garcia and 
Parellada Bellod (Anal. Chem. Lab., Zaidin 
Exp. Sta., Spain). An. Real Soc. Esp. 
Fis. 1957, (3), 205-210.—The absorp- 
tion spectrum phenoxathiin ethanol studied, 
together with the limits which Beer’s law 
obeyed, the photometric stability the solutions, 
the influence ethanol extinction value, 
and precision the spectrophotometric method. 


584. Determination normal paraffins and nor- 
olefins petroleum distillates. Nelson, 
Grimes and Heinrich (Phillips Petroleum 
Co., Bartlesville, Okla., Anal. Chem., 
1957, (7), gravimetric method, 
for petroleum distillates boiling between 60° and 
400° depends the selective adsorption 
straight-chain compounds specified synthetic 
weighed column zeolite contained suitable 
tube (illustrated) and weighed. The tube then 
heated 100° for min. while being evacuated 
means pump, cooled and re-weighed. This 
process repeated, and the final weight material 
adsorbed represents normal paraffins and normal 
olefins. portion the original sample treated 
for removal olefins and aromatics acid treat- 
ment according the ASTM method 
and the percentage paraffins plus naphthenes 
calculated. The acid-treated raffinate 
analysed before, the adsorbed material now 
representing normal paraffins only, and, after 
calculation back the original, the olefins 
are obtained difference. The zeolite has crystal 
lattice with pores diameter, which confines its 
carbons, and under the conditions stated the surface 
retention non-adsorbed hydrocarbons does not 
exceed about Analyses synthetic mixtures 
gave satisfactory recoveries. single determina- 
tion, requiring about min. operator’s time, 


585. Rapid method for the determination 


Novosti Neft. Tekhn., 
1956, (7), 20-21; Ref. Khim., 1957, 
Abstr. No. the determination 


aromatic hydrocarbons petroleum fractions 
b.p. 300° use made the comparative 
dispersion method Obshch. Khim., 
fitted with circular scale the compensator for 
the elimination dispersion. The time for 
analysis The mean error the analysis 
artificial mixtures was the mean error 
for mixtures various petrols was 


586. Potentiometric methods studying high- 
molecular petroleum compounds. Potentio- 
metric determination peroxide numbers. 
Sergienko, Galich and Spivak (Inst. 
Petroleum, Acad. USSR, Moscow). Zhur. 
Anal. Khim., 1957, (1), 139-142.—The sample 
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containing peroxide compounds dissolved 
glacial acetic acid and then boiled for min. with 
propyl alcohol. The soln. mixed with 
water cell containing platinum indicator 
electrode, connection and inlet for 
gas stir the soln. Alternatively, closed 
vessel with stirrer may used. Potentiometric 
titration carried out with 0-1 
SMITH 


587. Determination elementary sulphur 
petroleum and petroleum products polarographic 
Ratovskaya (Chemistry Dept., Bashkiria Filial, 
Acad. Sci., Anal. Khim., 1957, 
(1), 134-138.—In the current concentra- 
tion equation the value for the sulphur 
wave constant only for petroleum fractions 
similar boiling ranges, and becomes less the 
temp. range for the fraction increased. 
suggested that the mol. wt. may vary differ- 
ent fractions. The polarographic determination 
according the nature the distillate. 
but not aliphatic sulphides and disulphides, interfere 
with the determination SMITH 


588. Determination indole tar fractions. 
White and Vaughan (The Coal Tar Res. 
Ass., Oxford Rd., Gomersall, England). Analyst, 
indole) dissolved industrial methylated spirit 
flask added water and the flask 
nearly filled with aq. (v/v) ethanol; 0-5 
aq. NaNO, soln. and then 0-25 conc. 
H,SO, are added and the liquid adjusted 100 
with the aq. ethanol. After hr. the extinction 
the magenta-coloured liquid measured 525 
(or with Ilford No. 603 filter) against re- 
agent blank, and referred calibration graph 
prepared similarly with pure indole. The sample 
must free from the homologues indole. The 
b.p. these are listed and they may separated 
fractional distillation. JONEs 


589. Determination calcium additives 
lubricating oils and concentrates (ethylene- 
dinitrilo)tetra-acetic acid titration method. 
Gerhardt and Hartmann (Products Res. 
Div., Esso Research and Engineering Co., Linden, 
N.J., U.S.A.). Anal. Chem., 1957, (8), 1223.— 
For the rapid determination oils 
without prior ashing the sample, add 0-1N 
EDTA (disodium salt) (25 ml) solution the 
sample (containing 20mg the metal) 
acetone warm, and then cool, add aq. 
NH, buffer and titrate with 0-1 MgCl, 
wine-red end-point, with Eriochrome black 
indicator. Perform blank titration. The coeff. 


590. Spectrographic determination trace ele- 
ments coal ash. and (the late) 
(Univ. Chem. Ind., Veszprém, 
Hungary). Magyar Kém. Foly., 1957, (2-3), 
one photograph the order magni- 
tude the concn. metals can determined, 
using the last lines. table given which lists, 
for the conditions excitation recording 
described, the last lines and the interfering lines. 
method also given means which Be, Co, 
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Cr, Ge, Ni, Sr, and can estimated with 
mean error without the use reference 
element. reference element used, the accur- 


591. Polarographic studies some organic 
compounds. Polarography musk ambrette, 
musk ketone and musk xylene. Hisashi Sato (Nat. 
Hyg. Lab., Tamagawa-yoga, Setagaya-ku, Tokyo). 
Japan Analyst, 1957, (2), 81-83.—Musk ambrette 
and musk ketone (II) give two-step waves 
2-7 10-6 ethanol containing 0-1 vol. 
NaBr and gelatin. Musk xylene gives 
three-step wave under the same conditions. The 
reduction potentials increase with pH, the wave 
height given potential being proportional 
the concn. for 0-1 given value. 
The structure and proposed Tschitschi- 
babin (Bull. Soc. Chim., 1932, 1436) was con- 
firmed these data. 


592. Quantitative analysis the use infra-red 
spectra. VII. Determination mixture 
and y-acid and amino-J and amino-G acid 
the potassium bromide disc method. Shigeyuki 
Tanaka and Masayuki Ogawa (Inst. Techno-anal. 
Chem., Fac. Engng, Tokyo Univ., Hongo). 
Analyst, 1957, (5), 285-290.—The spectro- 
photometric determination isomers amino- 
naphtholdisulphonic acid was studied the use 
potassium bromide tablets, prepared with new 
hand press. The intensity the absorption band 
12.50 amino-G acid) increases with 
decrease grain size from 325 mesh, remaining 
constant for finer preparations. The extinction 
and 12-36 amino-G acid 12-50 and 
12-24 and amino-J acid 12-24 and 12-50 
proportional concn. for 2-5 the acid 
500 KBr. The average deviation 
for mixture and y-acids, and for one 


593. Analysis commercial Tobias acid. Toshio 


Sin-ichiro Aoki, Masataka Dehara and 
Naomi Nakamura (Ind. Res. Inst., Wakayama 
Prefecture, Uzu). Chem. Soc. Japan, Ind. 


Chem. Sect., 1957, (3), 265-268.—The solubility 
curve diazotised commercial Tobias acid (2- 
acid) (I) shows 
inflection point about 10°, which changes accord- 
ing the purity. Below this temp., the soln. 
almost completely saturated with respect the 
diazotised and the curve that the diazotised 
impurities, including the isomers and 2-naphthyl- 
amine. Above this temp., the curve parallel 
that pure diazotised When the diazotised 
commercial soln. filtered ~15°, all the 
impurities are the filtrate. The content 
commercial preparations calculated deducting 
the amine content the filtrate (converted into that 
mol. wt. 223) from the total amine content. 
Procedure—Dissolve the sample (2-23 NaOH 
soln. and water Cool this 
soln. with NaNO, (20-0 ml) and KBr 
and mix with conc. HCl Keep this 
product 15° with stirring for hr., make 
250 and filter into dry beaker. 100-ml 
portion slowly cold water containing 
grains soda lime (20g). Confirm the com- 
pletion the coupling reaction with the sodium 
salt acid and titrate the excess with 0-02 
diazotised ml), with the sodium salt 
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diazotised p-toluidine the presence soda 
lime and acetate water (100 ml). 
The amount equal total amine 
2-naphthylamine the sample. 


594. The end-group titration polycaprolactam. 
Yu-Huai Wang, Kang Chen, Te-Ho Chang, Han- 
Mei Yang, Jen-Yuan Chien and Pao-Jen Wang 
(Inst. Org. Chem., Acad. Sinica, China). Acta 
Chim. Sinica, 1956, 22, 305-310.—The determina- 
tion the molecular weight polycaprolactam 
the titration end-groups was studied with con- 
ductimetric, potentiometric and visual methods. 
Both amino and carboxyl end-groups were titrated 
the same solvent room temp. The sample was 
dissolved benzyl alcohol about 135°, cooled 
60°, and then diluted with suitable amount 
methanol water The supersaturated soln. 
formed was titrated successively with 0-03 aq. 
ethanolic soln. HCl and NaOH. small 
amount formaldehyde should added before 
carrying out the titration carboxyl group. The 
and NaOH were standardised against 6-amino- 
caproic acid. Both conductimetric 
metric methods gave satisfactory titration curves, 
and amino and carboxyl groups could titrated 
successively the same soln. The indicators used 
visual titrations were bromophenol 
amino groups and phenolphthalein blue 
(6:1) for carboxyl groups. Sharp end-points were 
observed. The molecular weights for three polymer 
samples obtained either amino-group car- 
boxyl-group titrations with these three methods 
were good agreement; but, all cases, the 
molecular weights obtained from amino-group 
titration were higher than those from carboxyl- 
group titration. YUEN 


595. Polarographic study monomers. Esters 
Dmitrieva (Kharkhov Dental Materials Works). 
Zhur. Prikl. Khim., 1957, (5), 
the methyl, ethyl, butyl and allyl esters meth- 
The acid not reduced the dropping mercury 
electrode, but wave due reduction 
given. determine the monomer polymerised 
methyl methacrylate, the sample (0-7 
dissolved benzene methanol (1:4), and 
satd. soln. tetramethylammonium iodide 92% 
methanol measured. SMITH 


596. Analytical methods for determining carboxyl 
groups polyesters. Fijolka, Lenz and 
Runge. Chem., 1957, (1), 60-70.— 
Terminal carboxyl groups various polyesters 
satd. and unsatd. acids were determined potentio- 
metric titration with sodium ethoxide soln. Hydro- 
lytic cleavage the ester during titration was 
prevented using dried solvents closed vessels. 
0-1 1-0 (according the type ester and the 
apparatus used) were successfully determined within 
+3%. Brit. Cotton Res. Ass. ABSTR. 


597. Detection and identification poly(vinyl 
acetal) resins. Zambrini. Vern., 
1957, (1), the acetal unmixed with 
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other materials (in which case will have saponi- 
fication value <20, free from Cl, and 
as indicated by sodium fusion, and is completely 
insoluble ether, CCl, and light petroleum and 
soluble dioxan, pyridine, tetrachloroethane and 
acetic acid), the aldehyde from which it is derived 
may liberated dry heating and identified. 
the presence other materials preferable 
liberate the aldehyde boiling with acid. The 
alcohol) produced the same time may 
identified the blue colour which gives with 
iodine aq. acidified soln. this test 
applied directly the unhydrolysed resin, poly- 
(vinyl acetals) containing high proportion free 
alcohol) the case the give blue colour, 
those with fewer hydroxyl groups [equivalent 
green, and those with still fewer give yellow colour. 
this method rough estimate may made 
the degree Many substances 
interfere with this test; particular, many common 
plasticisers give green blue colour, but co- 
polymers vinyl chloride and acetate give 
colour even when they contain hydroxyl groups. 


598. Volumetric determination phthalic an- 
hydride alkyd resins. (Paint Ind. Res. 
Inst., Durban, Africa). Col. Chem. 
Ass., 1957, 40, method consists 
saponification the resin with alcoholic KOH 
soln., addition known excess standard acid, 
extraction liberated fatty acids with CCl, and 
titration the aq. residue with alcoholic KOH 
soln. are reproducible simple alkyd 
resins, but are slightly higher than gravimetric 
methods. The method not applicable alkyd 
resins modified with either alkali-soluble resins 
when alkali- acid-sensitive pigment residues are 
present. Sufficient resin resin soln. yield 
boiling-water bath with alcoholic KOH 
for hr., with cautious addition few 
water redissolve any ppt. phthalate which 
may form. Sufficient added the 
the mass extracted with three portions 
After being boiled for min. expel 
the aq. residue cooled and titrated with 
alcoholic KOH phenolphthalein. Two blanks 
are run simultaneously. Prosser 


599. Determination polystyrene oils, alkyds 
and epoxy resin esters infra-red spectrophoto- 
metry. Fraser and Pross (Canadian 
Ind. Ltd., McMasterville, Quebec). Off. Dig. Fed. 
Paint Varn. Prod. 1957, 29, 75-81.—Films the 
resins are cast from soln. and the intensity the 
double-beam i.r. spectrophotometer. For oils and 
alkyds this compared with the intensity the 
carbonyl band and for epoxy esters 
with that the diphenylolpropane-nucleus band 
From calibration curves constructed 
from known mixtures, the polystyrene contents 
may derived. The oil Jength the styrenated 
epoxy ester, and hence the complete analysis, may 
estimated from the intensity ratios 1730 


See also Abstracts 342, 343, 348, 628, 690, 711, 
712, 715, 722, 736, 738, 747. 


4.—BIOCHEMISTRY 


INCLUDING DRUGS, FOOD, 
SANITATION, AGRICULTURE 


Blood, Bile, Urine, etc. 


600. Improvement the determination the 
specific gravity urine. Eichhorn (Petah Tikva, 
Israel). Clin. Chim. Acta, 1957, (3), 
circle cut from plastics material having diam 
slightly less than that the cylinder, and hole 
bored the centre that fits smoothly the 
stem the urinometer. being placed the 
urine the platelet lies flat the surface, meniscus 
formed, and the urinometer fixed perpendicu- 
larly. The specific gravity then easily read. 


601. Trace elements human tissue. 
semi-quantitative spectrographic survey. 
Stitch (Med. Res. Council Radiobiol. Res. Unit, 
A.E.R.E., Harwell, England). Biochem. J., 1957, 
(1), method described for the 
semi-quant. analysis some trace elements 
human soft tissue and bone cathode-layer arc 
spectrography. are given for the distri- 
bution Al, Cd, Cu, Mn, Mo, Pb, Rb, Cr, Ni, 
and Ti. 

II. Estimation the concentrations stable 
strontium and barium human bone. 
Sowden and Stitch. Jbid., 1957, (1), 
109.—The procedure used neutron activation 
analysis. depends irradiation ashed 
samples together with standards strontium and 
under similar conditions. After 
irradiation, the and are separated from the 
ash and their concn. are estimated comparison 
radioactivity with that the standards. 

ASHLEY 


602. Micro-determination calcium blood 
serum. Ashby and Roberts (Don Baxter 
Inc., Glendale, Calif., U.S.A.). Lab. Clin. Med., 
1957, (6), EDTA (disodium 
salt) soln. added 0-2 serum complex 
all the and present. Calcein (cf. Anal. 
Abstr., 1956, 2653) added indicator, the soln. 
adjusted >12 and the excess EDTA 
titrated with standard soln. Under these 
conditions, there interference from 
The method rapid and has error 

SHaw 


603. Micro-method for serum calcium and serum 
magnesium. Wilkinson (Hosp. for Sick 
Children, Gt. Ormond St., London). Clin. 
Path., 1957, (2), determined 
titration with EDTA from micrometer syringe 
burette, with murexide indicator, the end-point 
being obtained photometrically. Calcium and 
are determined together similarly, with buffered 
soln. Eriochrome black indicator, and the 


604. Separation bone sodium, potassium and 
calcium the use cation-exchange resin. 
Norman, Beck and Browne (McGill 
Univ., Montreal, Canada). Lab. Clin. Med., 
1957, (2), 308-312.—In the method described, 
the bone sample (0-2 wet weight) dissolved 
conc. HNO, ml) heating and the soln. 


diluted with water. Dowex-50 ion-ex- 
change resin (400 mesh, cross-linked) placed 
20cm) give column 15cm length, 
which then washed successively with 300 
HCland 200 water. The amount resin 
taken such that from trial column are 
100 160 ml, and from 170 onwards. The 
prepared bone sample soln. placed similar 
column, washed with water and the 


per min. The and are determined the 
method. The recovery 102% and 


for the two ions, respectively. 


605. Titration method for the determination 
calcium serum using new indicator. 
Andersch (Maryland Univ. Med. Sch., Baltimore, 
U.S.A.). Lab. Clin. Med., 1957, (3), 486-489. 
method described based titration with 
EDTA with calcein specific indi- 
cator for the presence (cf. 
aliquots containing 0-2 thore serum agree 
well with those given standard method. 

SHaw 


606. Flame-spectrophotometric determination 
calcium biological fluids and isotopic analysis 
MacIntyre (Postgrad. Med. Sch., Ducane Rd., 
London). Biochem. J., 1957, (1), 164-172.— 
Spectral interference due mainly eliminated 
while phosphate interference 
dilution the samples with excess aq. phosphate. 
serum lost during washing and pptn. the oxalate 
method Kramer and Tisdall (J. Biol. Chem., 
1923, 56, 439); co-pptd. this method 
amounts ranging from 11% (average 3%). 
The accepted normal serum calcium figures are 
probably approx. low. ASHLEY 


607. Determination the ionised and ultra- 
filterable calcium normal human plasma. 
Rose (Med. Unit, Univ. Coll. Hosp., London). 
Clin. Chim. Acta, 1957, (3), suitable 
technique for the prep. ultrafiltrate plasma 


under controlled conditions, and method for 
determining the ionised calcium content are 


608. Chemical analysis trace elements 
biological material. IX. Effect and salts 
the extraction traces heavy metals. Extrac- 
tion curve lead with dithizone chloroform. 
Kinya Ogawa (Chem. Dept., Fac. Sci., Tohoku 
Sendai). Chem. Soc. 
Japan, Pure Chem. Sect., 1957, (4), 
Whilst Cl-, and SO,?- have little effect 
and interfere with the extraction 
<10. This value, above which the extrac- 
tion proceeds quant., increases inthe order given 
citrate and tartrate (the value was 
adjusted with aq. NH, soln. and dil. acetic acid). 

Effect and salts the extraction 
traces heavy metals. Extraction traces 
vanadium with oxine benzene. Ogawa. 


Abstr. 605-612 


quant. extracted with oxine benzene from 
tartrate buffer pH3 interference 
results from the presence Cl-, 
but oxalate and large amount inhibit the 
extraction. For the removal the org. 
layer containing and shaken with 
remains the benzene layer and the aq. layer 
extracted with oxine benzene, subsequent 


609. The fractionation urinary iodine. 
Method analysis. Fletcher (Med. Res. Council 
Dept. Clin. Res., Univ. Coll. Hosp. Med. Sch., 
London). Biochem. J., 1957, (1), 136-140.—A 
method described for the determination small 
amounts thyroxine and di-iodo- 
tyrosine the presence large amounts 
passing the urine through column AgCl, 
and under specified conditions the two organic 
iodine compounds are not removed the column. 
They are subsequently adsorbed from the urine 
the ion-exchange resin Zeo-Karb 215 (Na 
form), and are eluted with ethanol-aq. 
After extraction into butanol soln. obtained 
which suitable for paper chromatography, and 
the positions and amounts the compounds 
the strips are determined 
cedures. ASHLEY 


610. Method for concentrating and determining 
iodide urine. Helwig, Reilly and 
Castle (Veterans Admin. Hosp., San Francisco, 
Calif., U.S.A.). Lab. Clin. Med., 1957, (3), 
acidified with H,SO, and passed through 
cellulose column which the iodide retained 
Agl. After thorough washing, the iodide eluted 
iodate with 0-05 H,SO, saturated with Br. 
After removal excess Br, and destruction 
interfering substances treatment with 
followed NaNO, and boiling for few minutes, 
added. The liberated iodine estimated 
from the extinction 352 my, and corrected for 
loss the column from the 
content the treated sample compared with 
the final soln. SHaw 


611. Some factors affecting the determination 
plasma protein-bound iodine, using the alkaline 
fusion ceric sulphate method. Lennon and 
Mixner (Agric. Exp. Sta., Sussex, 
Dairy 1957, (4), 351-355.— 
From study the errors the method 
shown that interactions the time and temp. 
storage bovine-plasma samples with each other 
and with animal (i.e., handling) effects were 
the total variance. recommended that assays 
should carried out immediately after collection 


612. Spectrophotometric studies. XVI. Determi- 
nation oxygen saturation blood simplified 
technique, applicable standard equipment. 
Gordy and Drabkin (Graduate Sch. Med., 
Univ. Pa., Philadelphia, U.S.A.). 
Chem., 1957, 227 (1), 285-299.—A simple, rapid and 
accurate method described for the spectrophoto- 
metric determination oxyhaemoglobin haemo- 
lysed blood unexposed air. retains the 
essential features the Drabkin and Schmidt 


Abstr. 613-620) 


method (Brit. Abstr., 1945, 428), but the 
disadvantages the thin-layer technique are 
avoided. The method can used with standard 
equipment such the Beckman and Bausch 
and 
Under optimum conditions, single component 
mixture several species, the absorption const. 
each which known, can determined with 
accuracy The results obtained the 
with those obtained the indirect gaso- 
metric method. ASHLEY 


613. Spectrophotometric method for the rapid 
estimation blood oxygen saturation content, and 
Whelan (Dept. Physiol., Queen’s Univ., Belfast, 
Ireland). Clin. Path., 1957, (2), 115-119.—A 
special cuvette small capacity and good wash-out 
characteristics described; blood samples can 
passed through quick succession without removal 
from the instrument. 
needs modification other than the fitting the 
cuvette into the standard holder. 


614. Photo-electric method for estimation the 
oxygen saturation non-haemolysed whole blood. 
Sekelj and Johnson (McGill Univ., Montreal, 
Canada). Lab. Clin. Med., 1957, (3), 

The method based measurement the differ- 
ence extinction whole blood continuous- 
flow cell, 0-07 thick, the red and regions; 
the two values obtained are respectively dependent 
and independent oxygen saturation the 
blood sample. The instrument calibrated with 
blood known percentage oxygen saturation 
determined the Van Slyke method, with which, 
unknown samples, agreement satisfactory for 
clinical purposes attained. The construction 
the apparatus and cell described. 


615. rapid micro-method for the determination 
blood oxygen content, capacity and percentage 
saturation. Dempsey (Veterans Admin. 
Hosp., Minneapolis, U.S.A.). Amer. Med. 
Technol., 1956, 22, 292-303.—The 
method for blood 
oxygen and the Grant procedure for blood oxygen 
capacity were modified. viewer was 
used for measuring the absolute length the gas 
bubble the Roughton Scholander syringe, which 
was maintained 37-5° water bath; the amount 
saponin was increased from 0-5 0-8 the 45% 
urea soln. was replaced satd. soln. Dreft 
and dithionite soln. replaced the pyrogallol. 
new formula for the calculation oxygen content 
and capacity was derived, well tables 
reduce gas vol. standard conditions. sample 
0-04 blood was required for each measure- 
ment. The accuracy and precision were equal 
those macromanometric techniques. 

ABSTR. 


616. New method for the precise determination 
Cadigan, Ellicott, Jones and Marks 
(Boston City Hosp., Mass., U.S.A.). Lab. Clin. 
Med., 1957, (6), measured vol. 
the blood sample introduced into the 
chamber manometric Van Slyke apparatus and 
the haemoglobin converted into methaemoglobin 
treatment with acid ferricyanide 
reagent. After extraction vacuum, the gases 
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from the sample are diluted with air and 
content the mixture determined with com- 
mercial gas modified for highest 
sensitivity. The standard error the method 
based pairs duplicate determinations was 
0-023 per 100 ml. There interference 
from CO,. Results compare well with those obtained 


617. Measurement ammonia whole blood, 
erythrocytes and plasma. Seligson and 
Hirahara (Walter Reed Army Med. Center, Wash- 
ington, D.C., U.S.A.). Lab. Clin. Med., 1957, 
(6), measured sample introduced 
K,CO,.1-5 H,O and KHCO, added, and the bottle 
closed with rubber bung carrying glass rod, 
the end which moistened with H,SO,. 
The bottle also contains three stainless-steel rods 
sufficient length lie the inner wall the 
bottle when placed horizontally. Several 
prepared bottles are then clipped horizontal 
position near the periphery vertical disc which 
rotated about horizontal axis r.p.m. for 
min. The steel rods assist the diffusion the 
NH, liberated from the sample the glass rod; 
the end the rotation period the rod removed 
and the acid washed off for the determination 
NH, with Nessler reagent. for NH, 
blood, erythrocytes and plasma 
subjects are given, and the observed differences 
from those obtained other methods are discussed. 


618. Determination iron blood plasma 
serum. Ramsay (Biochem. Dept., 
Edinburgh Univ., Scotland). Clin. Chim. Acta, 
1957, (3), equal vol. serum 
plasma, Na,SO, soln. and 
acetic acid (3% heat boiling- 
water bath for min., then cool. Add about 
stopper the tube and shake vigorously 
for sec. the stopper and centrifuge 
3000 r.p.m. for min. Repeat the shaking and 
centrifuging the supernatant fluid not perfectly 
clear. Read the colour the supernatant liquid 
520 and obtain the iron concn. from stand- 
ards, prepared with ferric ammonium sulphate 
0-005 HCl treated similarly. 


619. Determination the total iron-binding 
capacity serum. Ramsay (Biochem. 
Dept., Edinburgh Univ.). Clin. Chim. Acta, 
1957, (3), vol. serum hepar- 
inised plasma add vol. FeCl, soln. containing 
add 100 light magnesium carbonate for each 
FeCl, soln. used. Agitate frequently during 
the next min. but not longer. Centrifuge 
2000 r.p.m. for min., remove vol. the 
supernatant liquid dry tube, add 0-5 vol. each 
Na,SO, and 2:2’-dipyridyl soln. and complete 
described earlier (cf. Anal. Abstr., 1958, 618). 
The found represents the total that can 


620. Micro-method for the determination 
salicylic acid plasma. S.-P. Chiang and 
Freeman (Northwestern Univ. Med. Sch., Chicago, 
U.S.A.). Lab. Clin. Med., 1957, (3), 
are separated from other 
plasma constituents paper chromatography and 
then, after elution with water, estimated colori- 


required and the method sensitive 0-5 
salicylates. Whatman paper 
into strips approx. with point 
the lower end. Place sample line 
3cm from the tip and dry air. Add 
HCl the same spot and again dry air. 
Develop the chromatogram test-tube containing 
absolute ethanol, until the solvent front has 
reached line marked above the sample line. 
Allow dry air. Repeat this development 
the same line three times more. Cut out the length 
paper 7mm below 3mm above the line and 
for min., mixing frequently. Measure the extinc- 
tion 540 micro cells. Prepare standards 
from salicylate-free plasma similarly acidified and 
dried the paper; then add salicylic acid soln. 
spots and allow dry air. Treat these 
described above. Calibration rectilinear with 


621. Determination 4-aminosalicylic acid and 
isonicotinic acid hydrazide paren- 
chymatous organs. Aures and Werle (Res. 
Lab., Surgical Clinic, Miinchen Univ., Germany). 
from animal organs are prepared mixing the 
tissues with sea-sand and converting the slurry 
crumbs addition anhyd. Na,SO,. These are 
extracted with methanol Soxhlet apparatus for 
2hr. The extract evaporated vacuo dryness, 
the residue dissolved 
acid per gram tissue) and the soln. 
filtered through crucible (not filter-paper). 
After cooling for hr., the 4-aminosalicylic acid 
determined the Beckman photometer 
according the Ragaz method (Schweiz. med. 
Wochschr., 1948, 50, 1213) against blank pure 
tissue extract (extinction at 450 my, pH 1-7 to 1-9 
with Ehrlich reagent). Isoniazid does not interfere. 
For the determination isoniazid the Wollenberg 
method (Klin. Wochschr., 1952, 906) used. 
The extract ml) diluted with H,O and 
vanadate reagent. The extinction 
measured 436 against blank. The limit 
detection per gram tissue. Similar 
methods are described for tests urine and blood 
containing the two products 


622. Determination p-hydroxypropiophenone 
urine. Matsch and Graf (II Clin. Méd., 
Budapest, Hungary). Bull. Soc. Chim. 
the Molisch reaction used. 
alkaline urine shaken with activated carbon and 
filtered. The filtrate mixed with 
cooled and extracted with ether. After 
evaporation the extract under vacuum, the resi- 
and made with HCl. After re- 
extraction the soln. with ether, and evaporation, 
dextrose soln. and H,SO,. 
The mixture set aside for min. water 
bath, then the blue violet colour (proportional 
the concn. measured 
with Pulfrich photometer (filter 
are made urine. Applications metabolic 
studies are briefly discussed. 


Simple specific test for urine glucose. 
Cook (Miles-Ames Kes. Lab., Elkhart, 
Indiana, U.S.A.). Clin. Chem., 1957, (3), 
168.—A glucose oxidase test described and shown 
accurate, specific and sensitive. 


624. New colorimetric micro-estimation sugar 
blood and biological fluids. St. Lorant (Queens 
Park Hosp., Blackburn, England). Clin. Path., 
1957, (2), are deproteinised with 
aluminium tungstate. The filtrate heated with 
ferricyanide reagent and the ferrocyanide formed 
estimated the yellow brown molybdenum com 


tissues. Wahler (Arbeitsgruppe fiir Kreislauf- 
forschung, Dtsch. Akad. der Wissenschaften, 
Z., 1956, 306, 84-89.— 
improved method for the determination 
inulin means the reaction with resorcinol and 
described which enables inulin space deter- 
error approx. 1%. Inulin space has been 
estimated needle biopsies various tissues. 
Zinc hydroxide used the protein precipitant, 
and the importance filtering through sintered 
glass stressed filter-paper contains various 
proportions inuloid materials. The concn. 
FeCl, increased 0-001 thereby increasing 
the intensity the colour 510 


626. Simplified volumetric method for the deter- 
mination lactic acid blood. Drzhevetskaya 
(Stalinsk. Med. Inst.). Lab. Delo, 1957, (4), 21-23. 
determinations were carried out with and 
without removal carbohydrates. After pptn. 
albumin the method Somogyi the lactic 
acid was determined Friedemann and 
and Fiirth-Harnass’s method, whereby the 
acid oxidised with 0-0025 soln. the 
presence H,SO,, the soln. boiled and the 
acetaldehyde formed distilled into 
soln., and excess bisulphite titrated with iodine. 
The results show that the presence carbohydrates 
has influence the determination lactic acid 


627. Spectrophotometry solutions containing 
three components with special reference the 
simultaneous determination carboxyhaemoglobin 
and methaemoglobin human blood. 
Zijlstra and Moller (Physiol. Lab., State Univ., 
Groningen, Holland). Clin. Chim. Acta, 1957, 
(3), 237-245 (in car- 
boxyhaemoglobin and methaemoglobin are deter- 
mined measuring the extinction four wave- 
lengths. method calculating the 


628. Application the cuprous rubeanate reaction 
the detection oxidising agents, peroxides, 
quinones and haematin derivatives. Dubouloz, 
Fondarai and Marville (Lab. Phys. Biol., 
Fac. Méd. Pharm., Marseille, France). Bull. 
Soc. Chim. France, 1957, (4), 564 Cuprous 
rubeanate reagents are modified being buffered 
between and 6-3 and are used detect 
peroxides, quinones and haematin derivatives 
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phthalate buffer (pH 5-2) and 0-5% methan- 
olic rubeanic acid. The thiocyanate reagent 
prepared mixing aq. KSCN with 
NaOH phthalate buffer (pH 5-2) and 
0-3 methanolic rubeanic acid. These 
reagents will keep for 1-5 hr. rather longer 
Tween added. The dithionite reagent 
the more sensitive and gives colour reaction 
about min., but less specific will also react 
with haematin derivatives. The thiocyanate re- 
agent less sensitive, but reacts about min. 
with the peroxides and quinones only. The 
reaction with haematin catalytic and little 
mole per sq. can detected paper. 


629. The separation and identification volatile 
alkylamines. Schmidt and Bauriedl 
(Physiolog.-Chem. Inst., Friedrich Schiller Univ., 
Jena). Naturwissenschaften, 1956, (20), 470.— 
separate the amines urine pus from 
the material carefully made alkaline the addi- 
tion MgO Na,CO, and steam-distilled vacuo 
then evaporated dryness vacuo. The residue, 
which consists the chlorides the amines and 
considerable quantity dried over P,O,, 
then extracted for hr. micro-Soxhlet apparatus 
with CHCl, remove the chlorides tertiary, 
secondary and primary amines (except methyl- 
amine). The soln. reduced small volume 
and used for paper chromatography. Methylamine 
may separated from the ammonium salts the 
final residue the following manner. The 
insoluble residue taken small volume 
water which added some yellow mercuric 
oxide. The solution adjusted pH8 with 
NaOH, then shaken amber bottle for hr. 
and set aside for soln. filtered and the 
filtrate acidified and evaporated dryness 
vacuo. The dry residue shaken with little 
absolute ethanol extract methylamine; most 
the ammonium salt retained the residue. The 
alcoholic extract concentrated and applied the 
chromatograms. KAWERAU 


630. The determination quant- 
ities hexosamine. Exley (Med. Res. Council 
Unit for Res. Cell Metabolism, Dept. Biochem., 
ultra-micro method described. The hexos- 
amine separated from other sugars shaking 
with the ion-exchange resin Amberlite IRC-50. 
eluted from the resin with aq. HCl, deaminated 
with NaNO, acetic acid, and the resulting product 
treated with pyrrole and aq. HCl, when yellow 
coloration produced; this has 433 and 
determined with overall accuracy for 
duplicate samples. The basic reaction six times 
sensitive the Borenfreund reaction 
(Brit. Abstr. 1950, 453), and thrice sensitive 
the most sensitive modification the Elson 
Morgan method (Brit. Abstr. 1934, 175). The 
method specific for hexosamine, and scaling the 
quantities down ultra-micro level increases the 
sensitivity over previous methods 1000-fold. 
The method readily applicable the usual micro 
scale when conventional apparatus can 


4.—BIOCHEMISTRY 


631. Estimation noradrenaline urine and its 
excretion normal and hypertensive subjects. 
Griffiths and Collinson (St. Thomas’s Hosp., 
London). Clin. Path., 1957, (2), 120-125.— 
The acidified urine hydrolysed heating 
boiling water and the catecholamines are adsorbed 
alumina and eluted with acetone ethanol. 
After concentration, the soln. chromatographed 
paper with n-butanol acetic acid water, and 
the separated catecholamines are eluted with dil. 
and determined fluorimetrically. 


632. Estimation catecholamines urine 
chemical method. Weil-Malherbe and 
Bone (Runwell Hosp., Wickford, Essex, England). 
Path., 1957, (2), catechol 
fraction separated adsorption alumina, 
and the basic catechol fraction isolated adsorp- 
tion cation-exchange resin. 
fluorimetric measurements are made determine 
adrenaline, noradrenaline and hydroxytyramine. 


633. Paper chromatography purine and pyri- 
symposium: L., LGU, 1956, 
159-168; Ref. Zhur., Khim., 1957, Abstr. No. 41,537. 
—For the separation and identification purine 
and pyrimidine bases which are components 
nucleic acids, ascending paper chromatography 
used. The solvents used were saturated 
with water, and mixture alcohol and 
HCl. The values for adenine, guanine and 
uracil were, respectively, 0-25, 0-07 and 0-37; 0-35, 
0-27 and 0-77. fluorescence method identifica- 
tion was used. The decomposition products 
nucleic acids are observed dark-violet spots 
(absorbing 250 254 pale-blue back- 


634. Comparison plasma uric acid levels ob- 
tained with five different methods. Kana- 
brocki, Greco, Wilkoff and Veach (Vet. 
Admin. Hosp., Hines, U.S.A.). Clin. Chem., 
1957, (3), direct colorimetric 
methods are compared with the uricase method. 
The method giving closest agreement was that 
Archibald (Anal. Abstr., 1958, 186). 


635. Measurement uric acid biological fluids 
using ion-exchange separation. Shapiro, 
Seligson and Jessar (Hosp. Univ. Pennsyl- 
vania, Philadelphia, U.S.A.). Clin. Chem., 1957, 
(3), 169-177.—The sample fluid passed through 
prepared column Dowex 2-X8 resin. The 
adsorbed uric acid eluted with 0-005 HCl and 
the u.v. absorption before and after treatment 
with uricase. The method may used for fluids 
such bile when direct methods are inapplicable. 


636. Identification and separation allantoin, 
allantoic acid, urea and glyoxylic acid paper 
electrophoresis. Zimmermann (Inst. fiir Kultur- 
pflanzenforschung, Gatersleben). Naturwissenschaf- 
ten, 1956, (17), 399.—A mixture these sub- 
stances can separated paper electrophoresis 
borate phosphate buffer (Kolthoff) 8-0. 
For strip 30cm 4cm, separation complete 
hr. Allantoin, allantoic acid and 
urea are revealed spraying with Ehrlich reagent 
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ethanol containing 5ml conc. HCl). 
portion the strip stained with phenylhydrazine 
then dried for min. 100° and sprayed with 
aq. K,Fe(CN), soln. acid and 
glyoxylic acid become visible the paper red 
bands. KAWERAU 


637. New rapid and practical micro-methods for 
prothrombin determination. The watch-glass 
method. Ulin and Gollub (Sidney 
Hillman Medical Center, Philadelphia, 
Lab. Clin. Med., 1957, (2), 323-325.—The 
prothrombin-time test described Quick (Proc. 
Soc. Exp. Biol. Med., 1939, 42, 788) adapted 
micro-method requiring one two drops blood 
sample. The modified test rapid, requires the 
minimum apparatus, and gives results good 
correlation with the earlier method. 

The haematocrit method. Gollub, 
Black and Ulin. 1957, (2), 
329.—A further modification the Quick test, 
primarily for laboratory use, described. Results 
obtained after anticoagulant therapy are discussed. 


638. New tests for bile and detection bile 
serum ‘and urine. Barakat, Shehab and 
El-Sadr (Biochem. Dept., Ein-Shams Univ., 
Cairo, Egypt). Clin. Chem., 1957, (3), 
Spot tests for bilirubin are described with the 
reagents—ferricyanide, molybdate, 


639. Quantitative determination bile acids and 
their content blood Botkin’s disease. 
Fin’ko. Lab. Delo, 1957, (4), 16-20.—The dis- 
advantages earlier suggested methods have 
included the difficulty removing the cholesterol. 
Two methods are now proposed achieve this. (7) 
serum add 96°, ethanol and centrifuge 
remove albumin. Add the ethanol the 
ppt. and again centrifuge. Evaporate the com- 
bined liquors dryness 30° 50° Petri dish 
diam. 5cm. Extract the cholesterol with 
ether. After min. pour off the soln., and 
extract twice more. Add the residue 
H,SO,, and set aside till the following day. 
Compare the fluorescence direct white light with 
soln, glycocholate concn. 0-10, 0-12, 0-15, 
0-18, 0-20, 0-25 and 0-30 The standards are 
stable for month. The 
blood serum twice with 
ethanol and centrifuge. Evaporate 
the liquors 30° 50° until just moist. Add 
dil. (sp. gr. 1-42) and transfer the soln. 
day compare the fluorescence u.v. light with that 
H,SO, (sp. gr. the same concn. 
The standards are stable for days. necessary 
dilute the sample soln. with the dil. The 


640. Determination tissue heparin. Free- 
man, Posthuma, Gordon and Marx 
(S. Calif. Univ., Los Angeles, U.S.A.). Arch. 
Biochem. Biophys., 1957, (1), 169-177.—The 
method described suitable for the determination 
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heparin. After denaturation heparinase, the 
homogenised sample proteolysed with trypsin 
and simultaneously dialysed, then further treated 
remove lipids. The anticoagulant activity 
then measured modification the U.S.P. 
XIV method. The procedure considered specific 


641. The metabolism thyroid hormones. 
Detection determination) thyroxine and tri- 
iodothyronine human plasma. Maclagan, 
Bowden and Wilkinson (Dept. Chem. 
Path., Westminster Med. Sch., London). Biochem. 
method described. The spots are cut out from the 
dried paper and each spot immersed water 
ml) and 0-2 ml) 25° for min. 
30-sec. intervals, 0-02 ml) added 
each tube, which then shaken for hr. 25°. 
Each then decanted from the paper and the 
percentage transmission measured 30-sec. 
intervals EEL absorptiometer (Ilford filter 
601), adjusted for transmission with water. 
The amounts each compound are ascertained 
from standard graphs. ASHLEY 


642. The separation phosphate esters and other 
metabolites ionophoresis and chromatography 
paper. Runeckles and Krotkov (Queen’s 
Univ., Kingston, Ontario, Canada). Arch. Bio- 
chem. Biophys., 1957, (2), 442-453.—Complex 
mixtures inorganic and organic phosphates are 
separated electrophoresis paper followed 
chromatography the second dimension. Separa- 
tion free sugars and amino acids addition 
the phosphated compounds attained; large 
excess free sugar does not interfere 
liminary removal interfering cations often 
unnecessary. The behaviour phosphorylated 
compounds investigated, together with certain 
organic acids, amino acids and sugars likely 


643. Analysis adenine and inosine nucleotides. 
Cerletti, Ipata and Siliprandi (Inst. 
Biol. Chem., Univ. Rome). Anal. Chim. Acta, 
1957, (6), 548-554 
methods separating these compounds and their 
derivatives were investigated. Ascending chromato- 
graphy gave quicker separation and was preferred 
for inorganic phosphates, whereas adenosine and 
inosine polyphosphates were better separated the 
descending technique. Paper electrophoresis gave 
good reproducible results with much shorter run, 
but careful adjustment the was necessary, 
especially for organic di- 
Mixtures containing larger amounts were separated 
paper-roll chromatography and cellulose- 


644. Paper chromatography for the analysis 
the hydrolysates deoxyribonucleic acid. 
Fomina. Report symposium: “‘Khromatograf- 
iya,” L., LGU, 1956, 168-172; Ref. Zhur., Khim., 
1957, Abstr. No. 41,534.—The quant. separation 
the components deoxyribonucleic acid (DNA) 
hydrolysates was effected ascending paper 
chromatography. mobile phase n-butanol satur- 
ated with aq. NaOH, alcohol 
ethanol 0-05 NaOH (4:5:1) was used. The 
products the hydrolysis DNA the presence 
formic acid were separated the described 


Abstr. 
645. The determination esterified (unsplit) fat 
faeces. Tompsett (Northern Gen. Hosp., 
Edinburgh, Scotland). Clin. Path., 1957, 
(2), 210.—A colorimetric method proposed which 
based the violet colour produced FeCl, 
acid medium with the hydroxamic acids formed 
treating the material with hydroxylamine 


646. Serum lipid analysis chromatography and 
Lab. Biophysics and Med. Physics, Univ. 
Calif., Berkeley, U.S.A.). Biol. Chem., 1957, 
227 (1), 449-464.—In this tentative method, the 
extracted lipids are separated into three fractions 
successive elution from silicic acid Celite 
column with chloroform hexane (1:19), chloro- 
form, and methanol. The fractions are dissolved 
carbon disulphide, and suitable i.r. absorption 
measurements the amounts cholesteryl esters, 
glycerides, total phosphatides, cholesterol, and free 
fatty acids can determined. The 
for the main components and slightly greater for 
cholesterol and fatty acids. ASHLEY 


647. Micro-method for the direct determination 
serum triglycerides. Van Handel and 
Zilversmit (Tennessee Univ., Memphis, Tenn., 
Lab. Clin. Med., 1957, (1), 152-157. 
method described based the selective 
adsorption phospholipids from plasma ml) 
shaking with prepared zeolite (Doucil) the pres- 
ence chloroform. After filtering, aliquot 
the filtrate containing the glycerides evaporated 
dryness and the residue saponified with ethanolic 
KOH. Glycerol the neutralised and partially 
evaporated solution determined treatment with 
sodium periodate and then with sodium arsenite 
solutions; the resulting formaldehyde determined 
colorimetrically with chromotropic acid. The 
method also applicable serum and whole blood. 


648. Starch-impregnated filter-paper sup- 
porting medium for the electrophoretic separation 
serum lipoproteins. and Hartel 
(Wihuri-Forschungsinst., Helsinki, Finland). 
Naturwissenschaften, 1956, (16), 
Partial adsorption and tail formation 
protein during filter-paper electrophoresis can 
avoided impregnating the filter-paper with 
potato starch before use. The paper dipped 
solution starch, blotted between paper and 
dried. particular concentration 
gave optimum electrophoretic separation all 
fractions. After the run the strips are stained with 
Sudan black the usual manner. KAWERAU 


649. Qualitative and quantitative analysis 
mixture amino acids paper chromatography. 
symposium: L., LGU, 1956, 
149-156; Ref. Zhur., Khim., 1957, Abstr. No. 
41,528.—A mixture amino acids separated 
electrophoresis into dicarboxylic amino acids (the 
acid fraction), diamino acids (the alkaline fraction) 
and monoamino acids (the neutral fraction). The 
groups acids obtained are then separated uni- 
dimensional 
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650. The qualitative assessment amino acids 
the eluate after column-chromatographic separation. 
Menke (Inst. fiir Tierzucht, Univ. Bonn, 
Germany). 1957, (1), 
fractions the eluate are 
spotted paper rectangular pattern, the 
vol. liquid being the same each case. From 
500 600 spots are used and after development 
with ninhydrin graph may constructed relating 
extinction the spot numbers. Alternatively, 
groups spots due each amino acid may 
extracted and the extinction the soln. measured. 


651. Polarographic method for the estimation 
proline and hydroxyproline protein hydrolysates. 
Chvapil and Zahradnik. Hoppe-Seyl. 
1957, 217-225.—The amino-acid mixture 
from protein hydrolysates treated with HNO, 
which converts amino groups into hydroxyl groups 
whereas proline and hydroxyproline give the 
nitroso derivatives. Immediate polarography gives 
the sum proline and hydroxyproline, and polaro- 
graphy after treatment with 25° for 
min. gives the value for proline only. the amino 
acids, only tryptophan causes interference with the 
polarogram but, tryptophan largely destroyed 
acid hydrolysis, little difficulty usually en- 
polarographed fluid can estimated with 
accuracy for proline and +4% for 
hydroxyproline. 


652. new reagent for the detection hydroxy- 
proline paper chromatograms. Kolor and 
Roberts (Nat. Dairy Products Corp., Oakdale, 


Long Island, N.Y., U.S.A.). Biochem. 
Biophys., 1957, (2), 620-622.—The specific 
reagent described has increased sensitivity for 


hydroxyproline and will also detect common 
amino acids. may applied after ninhydrin 
chromatogram into the reagent and heat oven 
60° for min. (0-010 
gives red- purple colour and proline yellow 
orange colour slowly turning red. SHaw 


653. Quantitative determination 
acid acid decarboxylase (from 
Escherichia coli), Seidman and Blish 
(Res. Div., International Minerals and Chemical 
Corp., Skokie, U.S.A.). Agric. Food Chem., 
1957, (6), modification the method 
Umbreit and Gunsalus Biol. Chem., 1945, 
159, 333) was studied develop accurate 
procedure adaptable for routine determinations 
acid foods, raw materials used 
manufacturing monosodium glutamate and plant 
process streams. The enzyme prepared from 
acetone-dried cells coli ATCC strain 4157, 
and the method gives values which are accurate 
and reproducible within narrow limits and well 
adapted routine analytical work. 

ABSTR. 


654. Determination aspartic and glutamic acids 
the presence malic, citric and succinic acids. 
Baraud and M.-J. Redeuilh (Lab. Chim. Biol., 
Fac. Sci., Bordeaux). Bull. Soc. Chim. 
1957, (5), 677-679.—The mixture acids resulting 
from acid hydrolysis asparagine and glutamine 
vegetable tissue pptd. mixture barium 
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salts from aq. ethanolic soln. and the component 
acids are recovered ethanol soln. Malic, citric 
and succinic acids are determined one portion 
the soln. the KMnO, oxidation technique 
which aspartic and glutamic acids are resistant, 
and these latter acids are determined the 
remainder the ethanolic soln., aspartic acid 
malic acid, after deamination, and glutamic acid 
succinic acid, after deamination and 
oxidation. 


655. Identification amidino- and carbamoyl- 
taurine urine chromatography ion exchan- 
gers. Schram and Crokaert (Lab. Chim. 
Biol., Fac. Méd., Univ. Libre Bruxelles, 
Belgium). Bull. Soc. Chim. Biol., 1957, (5-6), 
like taurine itself, 
not retained Dowex-50 resin form), but can 
separated chromatography Dowex and 
eluted with HCl. Amidinotaurine 
passes through the Dowex-50 column form), 
but can separated Dowex-50 column (Na 
form) and eluted with citrate buffer 
Modified standard colorimetric procedures are 
used for estimating the compounds. Normal 
urines (rat and man) contain only traces 
evidence increase secretion these com- 
pounds after injection taurine found. 
injection the compounds themselves they are 
mostly recovered from the urine within hr. 


656. The separation sarcosine from methyl- 
aminediacetic acid. Cullum (Colgate-Palm- 
olive Ltd., 371, Ordsall Lane, Manchester, England). 
Analyst, 1957, 82, method described 
depends the preferential adsorption acidic 
dibasic amino acids weakly basic anion-exchange 
resins the chloride form, the neutral monobasic 
acids being only slightly adsorbed all. The aq. 
soln. the sarcosine sample 2-5 the sodium 
salt its equiv.) rendered alkaline with NaOH, 
and boiled remove methylamine. aliquot 
the cooled liquid applied column De- 
Acidite (chloride form), allowed percolate into 
the column and the eluate discarded. The walls 
the column are rinsed with water the 
eluate collected and elution with water con- 
tinued until 120 eluate has been collected. 
The eluate contains all the sarcosine free from 
methylaminediacetic acid and other nitrogenous 
matter. Recovery sarcosine hydrochloride from 
mixtures with methylaminediacetic acid ranged 
from 99-7 The flow rate should not 
exceed per min. per sq. the cross- 
section the column. JONES 


657. Separation and quantitative determination 
phosphoserine, phosphothreonine, serine and thre- 
onine. H.-D. Belitz and 
Lehmann (Inst. fiir Lebensmittelchemie und Lebens- 
mitteltechnologie, Tech. Univ. Berlin, Germany). 
LebensmittU ntersuch., 1957, 105 (6), 
reliable and rapid method described for the 
separation and quant. determination the hydroxy- 
amino acids serine and threonine well their 
phosphorylated esters means ion-exchange 
column (Dowex 50-X8). suitable citrate buffer 
used for fixation and elution the compounds. 
phosphoserine and phosphothreonine 
were separated, the speed flow and vol. liquid 
passing through the column being regulated; 
serine was separated from threonine, also 
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phosphoserine from serine, and phosphothreonine 
from threonine. The quant. working out follows 
the modified method Moore and Stein 
Abstr., 1955, 986), the extinction being measured 

ABsTR. 


658. Simple method marking iodo amino acids 
with Mounier, Blanquet and Meyniel 
(Lab. Physique Pharmaceutique, Fondation 
Bordeaux). Bull. Soc. Pharm., Bordeaux, 
1957, (1), 3-5.—Submit soln. sodium radio- 
iodide acetate buffer (pH ml) ultra- 
ampoule. Introduce soln. ml) thyroxine, 
mono-, di- tri-iodotyrosine, re-seal the ampoule 
and incubate 50° 55° for This procedure 
minimises exposure dangerous vapours, but the 
specific activity the radioactive product low 
(e.g., microcurie per microgram thyroxine). 


659. Detection dipeptides and dipeptidase 
activity paper. Semenza (Inst. Biochem., 
Univ. Uppsala, Sweden). Experientia, 1957, 
(4), 166.—The method based the observa- 
tion that, after treatment with naphthaquinone- 
sulphonate and during subsequent ethanol alkali 
treatment, some dipeptides change their colour more 
slowly than develop different colours from the 
corresponding amino acids. detected 
incubation the paper carrying the enzyme and 
uniformly treated with buffer 
activator mixture (pH 8-1) room temp. for 
min. After arresting enzyme action the paper 
stained indicated above, and 
activity shown the appearance greenish- 
blue spot against pink yellow background after 
ethanol alkali treatment. This method 
tively quick and somewhat more sensitive than the 
usual quantitative method. NICHOLLS 


660. Paper electrophoresis 
Mellor (Gen. Hosp., Sudbury, Ontario, 
Canada). Clin. Chem., 1957, (3), 195.—To im- 
prove the compactness the bands after normal 
run hr. the polarity the power 
leads reversed and run the reverse direction 
made for min. 400 important that 
the high-voltage treatment should not 
longed, and preliminary trials are advisable. 


661. Zone electrophoresis serum proteins 
agar gel. Giri (Ind. Inst. Sci., Bangalore). 
Naturwissenschaften, 1956, method 
agar electrophoresis which suitable for clinical 
use described. After the run the protein layers 
are demonstrated use trichloroacetic acid 
naphthalene black 12B 200. The technique has 
certain advantages over paper electrophoresis for 
the separation enzymes and other biologically 
active proteins since the agar protects the enzymes 
against inactivation. ABSTR. 


662. The determination serum albumin concen- 
tration using albumin. Lubran and 
Moss (West Middx. Hosp., Isleworth, 
England). Clin. Chim. Acta, 1957, (3), 
isotope dilution method for determining serum 


663. Simple method for observing refractive index 
gradients liquids. Anderson (Oak Ridge 
Nat. Lab., Tenn., U.S.A.). Biochim. Biophys. 


Abstr. 


Acta, 1957, (2), 428.—Refractive index inflection 
points (peaks the Schlieren diagram) obtained 
ultracentrifugation studies proteins may 
detected immersing the tube water 
contained parallel-sided glass vessel. white 
card ruled with parallel black lines in. apart set 
45° placed behind the vessel, through which 
the inflection points are then seen apparent 


664. Determination protein and non-protein 
nitrogen blood the use Conway dishes modi- 
District Hospital). 
Lab. Delo, 1957, (4), 53-54.—Disadvantages the 
usual Conway apparatus are eliminated the use 
the dish modified Mardashev and Lestrova 
(Vopr. Med. Chim., 1949, 203), which low 
partition divides the outer chamber into halves. 
After hermetically sealing the chamber, the soln. 
the two halves can mixed any speed. 


665. Principles enzymic measurement 
steroids. Hurlock and Talalay (Ben May Lab. 
for Cancer Res., Univ. Chicago, U.S.A.). 
Biol. Chem., 1957, 227 (1), 37-52.—A sensitive 
and specific micro-determination 3a-, 38- and 
and and 17-oxosteroids 
described. depends the quant. inter- 
conversion these hydroxy- and oxo-steroids 
highly purified diphosphopyridine nucleotide-linked 
hydroxysteroid from 
Pseudomonas testosteront. contrast 
metric methods, this enzymic method depends 
specific changes light absorption 340 
which are measured spectrophotometrically. The 
hydroxysteroids are oxidised the oxosteroids 
medium with high and the presence 
hydrazine bind the oxo compound. Complete 
reduction oxosteroids obtained destruction 
the diphosphopyridine nucleotide formed the 
reaction with diphosphopyridine nucleotidase. The 
sensitivity the method approx. 0-001 


666. Stable iron reagent for the determination 
Buscaglia (Rochester Gen. Hosp., N.Y., U.S.A.). 
Lab. Clin. Med., 1957, (2), 318-322.—In 
modification the method Zlathis al. 
Lab. Clin. Med., 1953, 41, 486), acetic acid the 
reagent replaced H,PO, and stability for 
required, 8-0 100 with conc. H,SO, (98%). 
the dry sample (40 180 
cholesterol, the equivalent cholesterol digito- 
nide serum extract) glacial acetic acid, 
warming 70° necessary. the solution 
room temp. add reagent, mix gently, and 
measure the extinction after min. 
Determine cholesterol from calibration graph 
prepared with standards treated similarly. 

SHaw 


667. Reversed-phase paper chromatography and 
detection steroids the cholesterol class. 
Martin (Utah Univ. Med. Sch., Salt Lake City, 
Biochim. Biophys. Acta, 1957, (2), 
compounds from extracts biological materials 
containing fatty matter attained reversed- 
phase descending chromatography Whatman 


No. paper. The paper prepared dipping 
light petroleum containing 12% v/v 
kerosene Oil Standard Oil Co., boiling 
range 180° 325°) and excess removed blot- 
ting. 25mg prepared sample ethyl 
acetate applied promptly micro-pipette 
line 10cm below the paper suspension line. After 
equilibration for hr., according the 
amount acetate used, the chromatogram 
developed for hr. with v/v aq. 
propyl alcohol previously equilibrated with the 
kerosene. values for compounds are listed. 
After brief drying, the papers are sprayed with 
molybdophosphoric tungstophosphoric acid 
ethanol and heated for min. 
reactions steroids and related compounds with 
both reagents are listed and their application and 
limitations are discussed. SHaw 


668. The semi-quantitative determination chol- 
esterol and cholesteryl esters paper chromato- 
graphy. Michalec, and Podzimek 
(Central Biochem. Lab., Univ. Hosp., Prague). 
Experientia, 1957, (6), 242.—A chloroform extract 
serum spotted paper impregnated with 
liquid paraffin and developed ascending chrom- 
atography. Strips wide) the chromatogram 
are eluted with chloroform and the density the 
colour produced addition acetic anhydride and 
conc. H,SO, measured 610 after min. 
Results are agreement with those obtained 
other methods. This simple and rapid method 
for the determination these compounds bio- 
logical material. NICHOLLS 


669. Quantitative micro-method for the isolation 
and liquid scintillation assay radioactive free and 
ester cholesterol. Kabara (Chicago Univ., 
Ill., U.S.A.). Lab. Clin. Med., 1957, (1), 146- 
151.—The method described suitable for use with 
plasma tissue samples containing least 100 
cholesterol labelled with with The 
samples are treated with acetone ethanol (1:1), the 
extract concentrated, and free cholesterol 
pptd. with digitonin. The digitonide removed 
centrifuging, then washed and dried. Any chol- 
ester remains the supernatant liquid, which 
evaporated dryness, and the residue, after 
saponification, similarly pptd. with digitonin. 
The digitonides are then dissolved dioxan 
aliquot the Liebermann Burchard reaction, and 
further aliquot diluted with solvent contain- 
ing for counting. The recovery 
added cholesterol was 92°, and the coeff. 


670. Interference bromide the Zak ferric 
chloride sulphuric acid cholesterol method, and 
means eliminating this interference. Rice 
and Lukasiewicz (Dept. Pathol., Univ. 
Pittsburgh School Med., Pa., U.S.A.). Clin. 
Chem., 1957, (3), bromide 
cause erroneously high results this method. 
The error eliminated shaking the serum with 
AglO, before extraction with ethanol acetone. 


671. Methods separation and determination 
dehydroepiandrosterone and epiandrosterone. 
Weinmann, Crepy, Baulieu, Guy and 
Jayle (Lab. Chim. Biol., rue des Saints- 
Péres, Paris). Soc. Chim. Biol., 1957, 
(5-6), 463-476.—Four methods determining 
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dehydroepiandrosterone (I) and 
(II) the presence each other are described, and 
the application the methods determinations 
ethanolic soln. added ethanolic soln. 
mixture and II, followed 1-2% ethan- 
olic soln. digitonin; the dibromo deriv. 
not pptd. digitonin, whereas is. 
determined the i.r. spectrum its dibromo deriv. 
and recovered from the digitonin ppt. with 
pyridine followed ether extraction. With 
graphy with saturated with 
and after hr., when the spots may detected 
the Zimmermann reaction and determined 
densitometry and comparison with standard. 
Both and H,SO, have absorption max. 
405 mp, but the extinction coeff. much 
greater. the total and also obtained 
colorimetrically the Zimmermann reaction when 
the absorptions are the same, the two may deter- 
mined separately. The difference the 
bond vibration frequency (1052 for 
and 1040 for II) enables the 
spectra used for their determination. urine 
the steroids are present sulpho complexes, and 
hydrolysis with HCl destroys the steroids, but 
they may safely hydrolysed with sulphatase 
preparation the digestive juice Helix pomatia. 
and are then separated 
steroids with Girard reagent and the four described 
methods are then applicable. 


672. Salicyloylhydrazine reagent for the 
characterisation and estimation simple and 
steroidal aldehydes and ketones. Camber (27, 
Wimpole St., London). Clin. Acta, 1957, 
(3), 188-198.—The formation hydrazones that 
show different fluorescence characteristics filtered 
u.v. light serves differentiate simple aldehydes 
and ketones. The steroid derivatives may 
distinguished the type fluorescence and the 
changes induced treating with acetate and 
NaOH. Quant. applications are described. 


673. Determination 
human peripheral plasma the 
acid hydrazide (INH) reaction. Weichselbaum 
and Margraf (Washington Univ. School 
Med., St. Louis, Mo., U.S.A.). Clin. Endocrin. 
Metabolism, 1957, (8), reaction 
appears differentiate chemically 
logically active and inactive adrenocorticosteroids, 
and indicates that much the Porter 
Silber material may exist biologically inactive 
form. suggested that combination the 
two methods may provide improved evaluation 


674. Paper-chromatographic technique for the 
determination plasma corticosteroids. Lewis 
(Dept. Physiol., Univ. Capetown, Africa). 
Clin. Path., 1957, (2), 
extracted with ethyl acetate and the solvent 
removed. The residue transferred with acetone 
the end portion (previously exposed 
dichlorosilane vapour) paper strip, and 
reversed-phase ‘‘defatting’’ chromatogram run 
with methanol until the solvent front about 
2cm beyond the treated part the this 
process, cholesterol, neutral fat and almost all 
pigment remain the starting point, and the 
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corticosteroids concentrate the solvent face. 
The non-wettable portion the strip cut away 
and the corticosteroids are resolved chromato- 
graphy benzene methanol. The separated 
corticosterone and cortisol are estimated 


675. Micro modification the Smith and Roe 
method for determination amylase body 
fluids. Smith and Roe (Sch. Med., 
Geo. Washington Univ., Washington, 
Biol. Chem., 1957, 227 (1), 
modified Smith and Roe method (cf. Brit. Abstr. 
1949, 350) simpler than the original procedure, but 
speed and accuracy are retained. Only 0-2 
sample needed and the vol. water used for 
diluting the final starch -iodine soln. 200 ml. 
This micro-method gives values higher than 
the original procedure. ASHLEY 


676. Estimation salivary amylases. Babin, 
Mesnard, Geyer and Delmon (Lab. 
Chimie Faculté, Bordeaux). Bull. Soc. 
Pharm., Bordeaux, 1957, (1), 
aq. soln. (50 ml) containing soluble starch and 
80° for min. with constant stirring, 
cool and add phosphate buffer (pH 7-4) (20 ml) and 
the centrifuged sample saliva (0-25 
bate 37° for exactly min., immediately add 0-1 
NaOH (20 ml), mix, cool ice and determine the 
liberated maltose titration with suitable re- 
ducing agent (such Bonnans’ soln.). The repro- 
ducibility determination equiv. approx. 
maltose. Normal human saliva liberates 
about 1330 maltose per sample. 


677. Photometric procedure for determining ester- 


ase activity. Ramsay (Dept. Animal Ind., 
State Coll., Raleigh, N.C., U.S.A.). Clin. Chem., 
1957, (3), 185-194.—Fatty acid esters 
naphthol are used substrates; the 2-naphthol 
liberated hydrolysis coupled with diazonium 
compound and the azo dye formed estimated 
substrate are rendered 
non-opalescent using commercially available 
polyoxyethylene alcohol; the adjusted 
ensure complete formation dye, and the dye 
rendered soluble adding NaOH. The pro- 
cedure sensitive and the colour stable. 


678. Colorimetric method for transaminase 
Schaffert and Siplet (Merck Inst., Rahway, 
N.J., U.S.A.). Lab. Clin. Med., 1957, (3), 
454-459.—The method based the catalysis 
transaminase the reaction between aspartic acid 
and «-oxoglutaric acid 7-4 form oxalacetate 
and glutamate. The reaction allowed proceed 
for min., and then stopped the addition 
trichloroacetic acid. The oxalacetate formed 
decomposed pyruvate and CO, the addition 
aniline citrate, and the pyruvate, after conversion 
into the extracted select- 
ively into toluene. The separated toluene 
treated with ethanolic KOH and the colour resulting 
then measured. Results normal and abnormal 
sera are given and the specificity the method 


See also Abstracts 413, 551, 723. 
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Drugs 


679. Ultra-violet spectrophotometric determina- 
tion natural ergot alkaloids. Bayer (Anal. 
Lab., Pharm. Factory Budapest). 
alkaloid content prep. ergot alkaloids and their 
salts can determined aq. tartaric acid 
soln. all natural ergot alkaloids contain lysergic 
acid its isomer, the same calibration curve, 
recorded for can used all cases. 317 
the Beer Lambert law obeyed for 
All preparations containing the natural alkaloids can 
transferred the aq. tartaric acid soln. 
and determined. Since the absorption depends 
the tartaric acid, the same soln. should 
used for the blank. The reproducibility the 


680. Impurity test for cephaéline emetine 
hydrochloride, Danish Pharmacopoeia, 1948. 
Merch (Danish Pharm. Coll., Copenhagen, Den- 
mark). Dansk Tidsskr. Farm., 1957, (4), 

Directions given the Danish and other Pharma- 
copoeias are unsatisfactory owing the readiness 
with which (I) extracted solvents 
containing CHCl, with 
emetine from the filtrate obtained after the 
pptn. the bulk the means aq. NaOH. 
using ether (in which sparingly sol.) for the 
extraction the residual II, approx. the 
can recovered subsequent extraction with 
This modified test specific for and 
gives reproducible results. amounts 
can detected the coloration given with 
diazotised p-nitroaniline, but this test too sensi- 
tive and not specific for 


681. Collaborative study the analysis Rau- 
wolfia Banes Pharm. Chem., 
F.D.A., Washington, D.C., U.S.A.). Drug Stan- 
dards, 1957, (2), 61-63.—Samples powdered 
root and tablets serpentina have been 
analysed (14 laboratories collaborating) two 
chemical assay procedures, the chromatographic 
method Carol al. (Anal. Abstr., 1956, 2847) 
and the modified nitrite method Banes al. 
(Anal. Abstr., 1957, nitrite procedure 
was preferred; was more convenient and the 
results were regarded more reliable 
ducible. 


682. Chemical and biological assay Digitalis 
purpurea, Jensen (Pharm. Inst., Oslo Univ., 
Norway). Pharm. Tox., Kbh., 1957, (4), 
digitalis leaf Scandinavian origin prepared under 
different conditions are presented and compared 
with the results for known and unknown glycosides 


determined the paper-chromatographic and 
fluorimetric method described previously (Anal. 
1956, 2851). For most samples, good 


agreement was found between results the two 
methods: the differences in some samples are 
attributed the presence cardiotoxic substances 
affecting the biological results. The possibility 
estimating the potency samples from the paper- 
chromatographic results considered. 

SHaw 


683. Assay aloes: photometric determination 
aloin. Paris and Durand (Lab. Mat. 
Fac. Pharm., Paris). Ann. Pharm. 
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Frang., 1956, (12), 755-761.—The official meth- 
ods assay aloes are discussed and shown 
that established colorimetric determinations used for 
other anthraquinone drugs are unsuitable for aloin. 
suitable determination achieved chromato- 
graphy Arches 302 paper with butanol acetic 
acid. The the aloin ~0-78, and the 
with suitable filter (absorption max. 359 my) 


684. Determination streptomycin and manno- 
sidostreptomycin culture liquids and strepto- 
mycin intermediates. Bruns, Kartseva, 
Savitskaya and Korobitskaya (All- 


Union Sci. Res. Inst. Antibiotics, Moscow). 
Zhur. Anal. Khim., 1957, (2), 262-264.—The 


antibiotics are collected from soln. 
8-5 silica gel (Na form) and extracted 
H,SO,. The contents are determined the maltol 
(Schenk al., Amer. Chem. Soc., 1945, 67, 2276) 
and anthrone (Savitskaya al., Anal. Abstr., 1955, 
3186) methods. SMITH 


685. Detection and determination patulin with 
the benzidine reagent. (Inst. fiir Phyto- 
pathol., Germany). Naturwissen- 


detected chromatograms with 
reagent, with which gives 


reaction product. The lower limit for detection for 
uni-dimensional chromatograms Fresh 
benzidine reagent glacial acetic acid) must 
used each time. Quantitative determinations 
are carried out the manner employed for sugar 
determinations this reaction (cf. Jones and 
Pridham, Anal. Abstr., 1954, 311, 
with the reagent may have carried for more 
than hr. and reagent blank and standard soln. 
should always run alongside the test. 
KAWERAU 


686. Identification acid. Girard and 
Laubie (Lab. Botanique Cryptogamie, 
Bordeaux). Bull. Soc. Pharm., Bordeaux, 1957, 
(2), 59-60.—Kojic acid (I) aq. alcoholic 
soln. reduced and either acetic 
acid orange-coloured product. The colour 
not given replaces Mg, and this serves 
distinguish from meconic acid. 

687. Determination ascaridole. 
examination the iodimetric titration. Masao 
Maruyama (Takamine Lab., Sankyo Co. Ltd., 
Shinagawa-ku, Tokyo). Ann. Rep. Takamine Lab., 
1955, results for the 
iodimetric determination ascaridole (I) the 
B.P. procedure decreased when the titration 
the determination chenopodium oil appear 
increase with increasing amount sample. 
0-00665 This new formula gives results 
that agree with the experimental results for values 
between and 40. 

IV. Comparison between the polarographic and 
iodimetric methods. Masao 
1955, the determination 


various chenopodium oils the B.P 
method and the modified method were compared 
with those the polarographic method (cf. 
Chem. Soc. 


Japan, Ind. Chem. Sect., 1952, 55, 617) 


The B.P. method gives results that are 
higher than those the modified polarographic 
method. The second appears the best. 


688. Determination barbituric acid derivatives 
with iodine chloride. Rapaport (Central Sci. 
Res. Pharm. Lab., Min. Health, UkrSSR, Kiev). 
Anal. Khim., 1957, (3), 415-419.—The 
method based reaction with dil. 
addition KIO,, and titration the liberated 
iodine with suitable for the deter- 
mination allobarbitone, hexobarbitone, 
barbitone and thiobarbituric acid derivatives 
the presence phenobarbitone, barbitone and other 
barbiturates that not react with 

SMITH 


689. Detection paper 
chromatograms. Curry (Home Office Forensic 
Sci. Lab., Harrogate, Yorks., England) Acta 
Pharm. Tox., Kbh., 1957, (4), 
acetate and the fluorescein eosin reaction 
soln. sol. fluorescein glacial acetic acid (10 ml), 
glacial acetic acid (15 ml), H,O, (25 ml) 
and aq. acetate soln. After 
spraying the chromatogram, heat for min. 
satisfactory test. H.C. SHaw 


690. Colorimetric determination certain aro- 
matic amines and their derivatives. 
and Kruzhevnikova (Sverdlovsk Agric. Inst.). 
Zhur. Anal. Khim., 1957, (1), 143-145. 
Chloramine applied the colorimetric deter- 
mination various aromatic amines and derivatives. 
determine phenacetin, the sample (0-1 0-3 
chloramine added, the soln. boiled give 
intensely yellow coloration, the cooled soln. 
diluted 250 calibrated flask with 
ethanol, and the colour compared with that 
standard soln. treated 
acid, caffeine, methylcaffeine and salicylate 
not interfere. Amidopyrine reacts similarly, but 
addition conc. has effect the colour 
chloramine whilst that with phenacetin dis- 
appears. The method can used for determining 
amidopyrine. SMITH 


691. Coulometric determination procaine 
means electrolytically generated bromine. 
Kalinowski (Zakladu Chem. Farm. A.M. Lodzi). 
Polon. Pharm., 1956, (1), 47-52.—A mag- 
netically stirred, closed electrolytic cell calibrated 
measure free bromine means pair 
platinum electrodes and 
caine estimated the difference between the 
amount bromine generated electrolytically this 
apparatus and the excess bromine that has not 
taken part the reaction. The method suitable 
for micro-determinations, with approximate 


692. Analysis drugs and chemicals paper 
electrophoresis. IV. Separation and identification 
sulphonamides and Kinoshita, 
Shigetaka Moriyama and Toshiko Shimizu (Pharm. 
School, Nagoya City Univ., Mizuho-ku). Japan 
Analyst, 1957, (4), electrophoresis 
(400 per cm, 15°, min., developer 
dimethylaminobenzaldehyde) sulphanilamide (I), 


Abstr. 688-695 


sulphaguanidine (II), sulphadiazine (III), sulpha- 
merazine sulphathiazole phthalylsulpha- 
thiazole (VI), acetanilide (VII) and phenacetin 
(VIII) was studied various values adjusted 
Clark Lubs, Serensen’s Kolthoff’s buffer soln 
The separation the spots sulphanilamide 
derivatives most satisfactory 7-0; and 
migrate towards the cathode, and 
towards the anode, and remains the initial 
point. The migration distances and are 
similar; when hydrolysed with dil. HCl, only 
yields sulphanilic acid, which has greater rate 
migration. The identification II, and 
unsuccessful ternary mixture. VII and 
VIII are separated and identified 2-0 
Clark Lubs buffer soln. 


693. Polarographic studies some organic com- 
pounds. IV. Polarogram phenylmercury acetate. 
Hisashi Sato (Nat. Hyg. Lab., Tamagawa-yoga, 
Setagaya-ku, Tokyo). Analyst, 1957, 
step wave observed basal soln. similar that 
described Part (cf. Anal. Abstr., 1958, 
705); the the first wave remains const. over 
this range, whilst that the second decreases 
with rise and with increase concn. The 
wave height proportional the concn. for 2-5 
mM. Since the wave height less reproducible 
acid soln., the analysis should carried out 
neutral slightly basic soln. 


694. Identification and determination fungi- 
cide, methoxyethylmercury chloride. 
(Lab. Botanique Cryptogamie, Bordeaux). 
Bull. Soc. Pharm., Bordeaux, 1957, (2), 
Methoxyethylmercury chloride (I) reacts with conc. 
give HgCl, and ethyl methyl ether. The 
soln. suspension gives white ppt., which 
the addition conc. turns and then 
forms red subsequent addition aq. NaOH 
and aq. NH, gives orange ppt. determine 
and conc. HNO, (0-2 boil, then cool and dilute 
100ml; mix aliquot with aq. NH, 
(10 ml), KCN (10 ml), aq. ml) and 
H,O (70 ml) and titrate with 


695. Complexometric titration zinc, lead and 
mercury official ointments. Schmitz (Andreac 
Noris Zahn A.-G., Frankfurt Main, Germany) 
Dtsch. ApothZtg, 1957, (18), 399-403.—Pro 
cedure for Zn—The ointment heated with 
ZnO dissolved, then hot water added 
and the cooled liquor (free from filtered, 
methyl orange with NaOH soln., 
ammonium buffer soln. (pH 10) and 
20°, KCN soln. are added, and the mixture 
until the Eriochrome black indicator becomes 
green. The soln. treated with formalde 
hyde soln. and and the soln. again 
titrated with EDTA. Modifications the method 
are included for the quant. determination and 
Pb. WHALLEY 


See also Abstracts 400, 557, 558, 620, 621, 622, 
631, 632, 708. 


Abstr. 
Food 


696. Determination the solids milk 
lactometric method 102° Watson (Agric. 
Res. Service, U.S.D.A., Washington, D.C., U.S.A.). 
Dairy 1957, (4), 394-402.—The following 
formula given for calculating the solids milk 
from the fat percentage determined the 
Babcock method and the lactometer reading 
degrees (L)— 

0-40. 
The non-fatty solids may found using 0-33F 
percentage from the total solids percentage. The 
total solids skim milk may calculated 
omitting the constant (0-40) from the formula. 
The sources error formulae this type, the 
design lactometer and practical application the 
formula are discussed. comparison with total 
solids determined directly, the formula gave 
average deviation +0-05% and had standard 
error for samples individual cow’s 
milk. For 101 samples mixed herd milk the 
average deviation was —0-006% and the standard 


697. Some factors affecting the freezing-point 
milk. Sato, Hankinson, Gould and 
Armstrong (Ohio State Univ., Columbus, 
Dairy Sci., 1957, (4), 
Milk-processing operations such standardisation, 
clarification, pasteurisation and homogenisation are 
found have effect the freezing-point 
milk. The validity existing U.S. standards, 
equations for calculation added water, the sources 
contamination with water 
plants and the desirability proposed changes 
the standards are discussed. max. freezing- 


698. Diffuse reflection spectra dairy products 
the near infra-red region. Goulden (Nat. 
Inst. Res. Dairying, Reading Univ., England). 
Dairy Res., 1957, (2), 
spectra 2-5 dried and liquid milk before 
and after homogenisation, and butter different 
temp. and after mechanical working, are given. 
Results obtained are better than those given 
transmission methods. Assignments are 
the absorption bands dried milk spectra, and the 
effects moisture and other factors the spectra 
dried materials are studied. SHaw 


699. Determination citrus flavonoids. 
Babin. Bull. Soc. Bordeaux, 1957, (2), 
water-insoluble flavonoids hesperidin 
and neohesperidin are determined reduction with 
and alcoholic soln. violet product 
with absorption max. (Willstatter’s 
method). Water-soluble flavonoids are determined 
the boro-citric acid method Wilson (Brit. 
Abstr. ATI, 1939, the yellow colour measured 


700. Distinction naturally pure from sweetened 
wines and determination natural alcohol content. 
Rebelein (Staatl. Chem. Untersuchungsanstalt, 
Wiirzburg, 
1957, 105 (5), quant. relation 


between the fermentation products, alcohol, glycerol 
The fermenta- 


examined. 


4.—BIOCHEMISTRY 


tion mechanism discussed and formulae for suit- 
able equations find concn. products indi- 
vidual phases are derived. Analytical data are 
given 100 guaranteed naturally pure, 
sweetened and imported wines. The butane- 
value (Bu), well the glycerol value 
(Gl), bears direct relation the alcohol content 
(A): Within limits +5g per htre 
(abs.), can determined from 53% all 
(a) been made from unripe grapes, (b) contains 
the wine has been made from over-ripe 
ABSTR. 


701. Simplified process for determination 
glycerol and butane-1:3-diol wine. 
(Staatl. Chemischen Untersuchungsanstalt, Wiirz- 
burg). 1957, 105 (4), 
and were deter- 
mined simultaneously within hr. series 
are given the prep. the wine sample treat- 
ment with Ba(OH), and acetone. After distillation 
the acetone, the final filtrate (soln. diluted 
with H,O made 100 ml) give soln. 
For the determination glycerol, periodic acid 
(10 ml) added soln. (20 ml), followed, after 
min., NaOH and phloroglucinol 
(10 ml). The mixture placed cell and 
the colour measured means Elko 
colorimeter. the separation sugar with 
Ba(OH), there some loss glycerol which 
allowed for correction factor determined 
experiment. determining the 
acetate soln. ml) and periodic acid (10 ml) 
are added successively soln. ml), the mixture 
being shaken after each addition. After min., 
sodium nitroprusside soln. (2%) ml) and piperi- 
dine soln. (10%) ml) are added, and the extinction 
measured. From table the 
value for per litre for dry 
wine read. ABSTR. 


702. Methods for the determination lactic acid 
Inst., 1956, 121-125; Ref. Zhur., Khim., 
1957, Abstr. No. methods for the 
determination lactic acid wines are studied. 
established that Kunz’s method, based the 
extraction acids with ether and subsequent 
determination barium lactate, which insoluble 
ethanol (80%), gives the most accurate results, 
with 25-hr. extraction. The error 
method, based the determination 
lactic acid barium lactate the difference 
total acids and volatile acids, suitable for the 
analysis dry and sweet wines; the error 
5%. reduce the time the analysis recom- 
mended ignite the barium lactate directly, and 
not convert into sodium lactate. The method 
simple and rapid and may used for the determi- 
nation lactic acid industrial conditions. 
Peynaud’s method gives accurate results only the 
analysis dry wines (error and the 
Clausen Valyuzhenich method only the analysis 


703. Determination malic acid 
1956, 103-111; Ref. Zhur., Khim., 1957, Abstr. 
No. 41,525.—The most accurate results are given 


the Hartman Hilling method, but unsuit- 
able for routine work. Less accurate results are 
given the method Ferré and Peynaud, but, 
because its simplicity, may recommended 
for wide application. practically impossible 
obtain consistent results von der Heide’s 
method. 


704. Determination tartaric acid products 
Dagestansk. S.Kh. Inst., 1956, 39-48; Ref. Zhur., 
Khim., 1957, Abstr. No. 41,523.—Of the tested 
methods, the most accurate 
modified Marlow and Teifel, and the somewhat 
improved method Hartman and Hilling, but these 
methods require special apparatus. For the routine 
analysis dry wines the recommended methods 
are those Méslinger and Pasteur Reboul, with 
improvements the author. For determining 
tartaric acid sweet wines industrial condi- 
tions, Kling’s method recommended. 


705. Polarographic studies some organic com- 
pounds. Polarography Hisashi 
Sato (Nat. Hyg. Lab., Tamagawa-yoga, Setagaya- 
ku, Tokyo). Analyst, 1957, (2), 
Piperine ethanol was studied polarographically 
under the same conditions described Part 
(cf. Anal. Abstr., 1958, 2-6 5-7, 
indefinite two-step waves are observed, whilst 
7-0 10-7, distinctive one-step wave appears, 
the wave height being proportional the concn. 

Polarograms vanillin and isovanillin. 
Hisashi Sato. 1957, (3), 
polarograms vanillin (I) and tsovanillin (II) were 
studied 80% ethanol containing 
gelatin. gives distinctive one-step wave 
3-2 8-1; the decreases with increase 
below 6-6 and increases higher pH, whilst the 
wave height shows max. 6-6. shows 
similar wave but the wave height slightly greater 
than that The wave height and 
proportional the concn. for 0-1 1-0 and 
accurate analysis can made neutral slightly 
basic soln. 


706. Azo dyes indicators for the detection 
preservatives and related substances biological 
tests. Klauck and Pfeil 
(Chem. Untersuchungsamt fiir das Saarland, Saar- 
briicken, Mainzerstr. 233). Naturwissenschaften, 
1956, (22), azo dyes tested, the 
irreversibly reducible dyes azorubin (Schultz No. 
208, Colour Index No. 179) black 
(B. N., Bayer) were the most satisfactory. The 
test mixture comprises boiled milk, 
fresh buttermilk and azo dye soln. (0-1%). 
The mixture divided into two, and one tube 
added little the substance suspected contain- 
ing the preservative. Both tubes are then incu- 
bated 42° for hr. The tube containing the 
preservative remains coloured whereas the colour 
the control tube disperses rapidly. The lowest 
concn. effective inhibition were determined for the 
following substances (mg per 100 ml)—formic acid 
100, ammonium fluoride <25, ammonium 
persulphate 100 250, benzoic acid <250, 
benzoate 100 200, quinine sulphate 100 250, 
formaldehyde hexamine 150 200, quinol 100 
250, phenol 100, resorcinol 100 250, 
salicylic acid 50, salicylate 40, and H,O, 

KAWERAU 
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707. Differentiation olive oil and sulphur olive 
oil, and Martel (Inst. Grasas, 
Seville, Spain). Aceites, 1957, (1), 3-10.— 
The Vizern test, based the insolubility 85% 
ethanol fraction the unsaponifiable matter, 
used test for sulphur olive oil. The insol. 
component has been found mixture 
saturated fatty alcohols mol. wt. 366 and 
70° Certain olive oils give positive test, 
but the insol. component this case mixture 
paraffinic hydrocarbons mol. wt. 383 and m.p. 
34° The two oils may therefore differ- 
entiated examination the nature the 
insol. matter. This may carried out chromato- 
graphically activated alumina column. The 
hydrocarbons are readily eluted light petroleum 
and the alcohols are recovered with polar solvent 


708. Estimation vitamins Bi, Bz, and the 
factor from the complex. 
Sterescu, Arizan, Dobrovici and 
Talmaciu. Rev. Chim., Bucharest, 1957, (5), 
379.—Methods are given for the estimation 
these vitamins the presence each other well 
Vitamin estimated fluorimetrically, polaro- 
graphically, photometrically after reaction with 
and 
factor polarographically 0-1 

SHER 


709. Determination ascorbic acid the presence 
Chem. Farm. A.M.w. Warszawie). Acta 
Pharm., 1956, (3), 225-231.—Ascorbic and 
dehydroascorbic acid are determined oxidation 
oxalic acid and titration with permanganate. 
acid (0-1 water (10 ml) 
heated 80° for min. with Aq. NH, 
(10%) ml) and hot soln. CaCl, 10% 
plus H,O) are added and the mixture 
maintained 80° for The pptd. oxalate 
filtered off, and washed, then dissolved dil. 
H,SO, (20 ml) and hot water (50 ml), heated 80° 
and titrated with 0-1N LAKE 


710. Potentiometric determination ascorbic 
acid fruit and vegetable extracts. Sitaramaiah 
(Chemical Lab., Birla Coll. Sci., Pilani, Rajasthan). 
Indian Chem. Soc., 1957, (2), 147-149.—In 
the procedure described, the mercury platinum 
double electrode employed but, when check 
necessary, platinum electrode with thick coating 
gold can used. WHITTON 


See also Abstracts 653, 721, 723. 


Sanitation 


711. The determination ethylene oxide the 
atmosphere. Gage Ltd., Ind. Hyg. 
Res. Lab., Welwyn, England). Analyst, 1957, 
82, sample air passed through 
glass tube containing silica gel which the ethylene 
oxide absorbed. The silica gel transferred into 
0-2 added, and the mixture heated 
boiling-water bath for min. the liquid 
are then added 0-5 sodium arsenite soln. 
and acetylacetone reagent (prep. 
described), and the stoppered tube again heated 


Abstr. 


712-718) 


for min. The liquid decanted and filtered 
necessary. Its colour (due formation form- 
aldehyde) may measured visually comparison 
with K,CrO, standards, absorptiometrically 
412 with reference standard graph prepared 
with suitably diluted aq. soln. liquid ethylene 
oxide. Standard soln. may also prepared from 
ethanediol subjected the same oxidation pro- 
cedure, from formaldehyde. Results from atmos- 
pheres containing known amounts ethylene oxide 
JONES 


712. Photometric method determining the 
vapours certain alkyl- and aryl-chlorosilanes 
Krivoruchko (Inst. Work Hygiene 
and Occupational Diseases, Acad. Med. Sci., 
USSR, Moscow). Zhur. Anal. Khim., 1957, 
(2), based the reactions 
described Kreshkov al. Abstr. 1951, 
337) are given. SMITH 


713. Flame photometry the analysis natural 
waters. Determination sodium. Valori 
and Savoini (Ist. d’Igiene, Univ. Roma). Ric. 
Sci., 1957, (3), 791-813.—The procedure described 
simple and quick use and easily reproduced. 
can extended the determination other 
alkaline and alkaline-earth metals. correct for 
the various factors causing interference (presence 
Lit, and inorganic acid anions), 
suitable spectrochemical buffer used for dilution, 
containing known concn. the various constitu- 
ents. KRUSZYNSKA 


714. Methods isotopic analysis water. IV. 
Complete isotopic analysis water. Shaten- 
Antinova (L. Ya. Karpov Phys.-Chem. Inst., 
Moscow). Zhur. Anal. Khim., 1957, (3), 
401.—A catalyst prepared from pptd. Mn(OH), 
which dried 100°, compressed form rod, 
then heated 120° and ignited stream 
passed over the catalyst until measurement 
the density the distillate indicates its purity. 
The analysis water containing between and 
carried out the drop method density 
determination before and after normalisation the 
isotopic composition the passage the 
vapour and atmospheric over the catalyst 


Determination small amounts acrylo- 
nitrile aqueous industrial Daues 
and Hamner (Monsanto Chemical Co., 
Texas City, U.S.A.). Anal. Chem., 1957, (7), 
azeotrope with methanol, and 
polarographic analvsis the distillate. little 
water has been detected. The 
sample (500 ml) treated with conc. H,SO, ml) 
and methanol (25 ml) and distilled the rate 
per min. through column packed with glass 
helices and heated 10° above room temp., the 
first being collected three equal fractions. 
polarographically active aldehydes ketones 
are present, the acidified sample heated under 
reflux for hr. with excess 
hydrazine before addition methanol and distilla- 
tion. The for the —1-95 and 
tetramethylammonium iodide suitable electro- 
between 100 and 1000 p.p.m., 


the first fraction distillate diluted 1:100, and 
the second and third 1:10, with electrolyte, 
before reading; for concn. only the 
first and second fractions are read, both diluted 
1:10. The current voltage curve obtained, with 
the mercury pool reference electrode, for each 
fraction. the curves are smooth and show large 
flat plateau, indicating absence polarographically 
active compounds other than the diffusion current 
measured 2-05 and results are referred 
curve relating the fraction the concn. 
the original sample. interference noted, 
only those fractions not showing are 
cate analyses show good agreement, and recovery 
480 p.p.m. was satisfactory from tap-water 
containing 500 p.p.m. each other compounds. 


716. Separation trace amount caesium 
ion-exchange chromatography. preliminary study 
for the determination caesium sea water. 
Noboru Yamagata Coll. Technol., Gumma 
Univ., Chem. Soc. Japan, Pure Chem. 
Sect., 1957, (4), 513-517.—The ion-exchange 
NaCl and HCl was examined with the aid 
Dowex 50-X12 (50 100 mesh). The 


(ion-exchange equilibrium constant between 


NaCl) and (~1-6 values remain 
const. when the molar fraction 
and gradually decrease with increasing molar 
fraction; these values increase with addition 
eluted per ml) from column Dowex 
50-X12 (diam. 12mm, height 140mm) with 
(150 ml), after the elution the first 
250 ml. Caesium-137 added artificial sea water 
was satisfactorily separated from and 


717. Determination low concentrations 
radioactive caesium water. Kahn, Smith 
and Straub (Oak Ridge Nat. Lab., Union 
Carbide Nuclear Co., Tenn., U.S.A.). Anal. Chem., 
1957, (8), 1210-1213.—Precipitation caesium 
ammonium molybdophosphate, co-pptn. with 
potassium sodium cobaltinitrite, and concentration 
means the ion-exchange resin Dowex have 
been found equally suitable for the analysis litre 
samples water for radioactive the concn. 
range 10-4 per ml. These methods, com- 
bined with standard separation procedures for Cs, 
result adequate recovery and satisfactory 
decontamination from long-lived fission products. 
Reproducible values concn. for samples 
river water containing low-level radioactive labor- 
atory effluent were obtained. 


718. The determination rubidium sea water 
the stable-isotope dilution method. Smales 
and Webster (Anal. Chem. Group, A.E.R.E., 
Harwell, England). Geochim. Cosmoch. Acta, 
tracer enriched are mixed with measured 
volumes sea water polyethylene bottles. 
small portion the mixture acidified with H,SO, 
and heated dryness platinum, and aqueous 
extract the residue dried the tungsten fila- 
ment mass-spectrometer source unit and the 
rubidium isotope ratio determined. The concen- 
tration the tracer soln. determined isotope 
dilution using standard soln. normal Rb; 
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the weight the sample can then calcu- 
lated. (Cf. 1955, 80, 37.) 


719. Determination thorium isotopes sea 
water. Koczy, Picciotto, Poulaert, and 
Wilgain (Swedish Fishery Office, Hydrography 
Dept., Geochim. Cosmoch. Acta, 
1957, 11, after collection, 
add each sample about per litre sea water 
soln. containing, per litre, FeCl, (11-6 g), 
tracer (UX,, and (2-5 moles), 
bringing the samples shake for min., 
and set aside for hr. Then precipitate with 
Fe(OH), carrier using ammonia gas and 
adjusting the soln. set aside for some hours, 
and centrifuge the ppt. polyethylene 
Ion-exchange column chomatography followed 
solvent extraction may then used for further 
purification (cf. Isaac and Picciotto, Brit. Abstr. 
1953, 402), the final fraction being obtained 
the citric complex. Place drops ml) 
this soln. Ilford C-2 nuclear photographic 
emulsion plates, using the double-emulsion tech- 
nique: after exposing the plates for from 
days, develop, and examine the under 
microscope. 


See also Abstract 732. 
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720. Semi-micro method determining cellulose 
and pentosans wood. Mozheiko and 
Yaunzems (Inst. Wood Economy Problems, 
Acad. Sci., LatvSSR). Zhur. Anal. Khim., 1957, 
special apparatus with mixture ethanol 
and conc. and the residue washed 
and dried give the raw cellulose content. The 
cellulose distilled with NaCl and HCl, and fur- 
furaldehvde determined the distillate. 

SMITH 

721. Use infra-red absorption for characterising 
Zhur., 1956, (6), 796-800; Ref. Zhur., 
1957, Abstr. No. spectrometry the 
single-beam vacuum spectrograph VIKS-3 within 
the limits used for the study series 
forms phytol freshly separated from 
nettle chlorophyll, was used standard. The 
method spectrometry may used for the 
evaluation the quality employed the 


722. micro-colorimetric method for the deter- 
mination shikimic acid. Yoshida and Hase- 
gawa (Tokyo Univ., Japan). Arch. Biochem. 
Biophys., 1957, (2), method 
based the reaction the periodate oxidation 
product shikimic acid with aniline yield 
base, which determined spectrophoto- 
metrically. The sugars, amino acids and other 
organic acids tested did not interfere. Results 
various plant tissues are given. 
shikimic acid add periodate reagent [160-5 
sodium periodate acetate buffer (pH 7-4) 
prepared from equal vol. acetic acid and 
acetate]. Heat 30° for min., add 


719-725 


aq. ethanediol and heat for further min. 
Add aniline and set aside room temp. for 
min. Add absolute ethanol, stir, and 
measure the extinction 510 mu. 
SHaw 

723. The partial purification and properties 
thiaminase from bracken aquilinum 
(L.) Kuhn}. heteropyrithiamine 
Exp. Sta., England). Biochem. J., 1957, (1), 
method described for the determina- 
tion small amounts heteropyrithiamine 
salt] 
the presence thiamine. depends the 
destruction thiamine incubation with strong 
alkali and subsequent oxidation the heteropyri- 
which determined spectrophotometrically 
386 relatively simple method 
described for the determination bracken thiam- 
inase activity. depends the formation 
heteropyrithiamine the presence the enzyme, 
thiamine and pyridine, and determination the 
heteropyrithiamine above. Under 
specified conditions the rate formation hetero- 
pyrithiamine proportional the amount 
enzyme, provided that the amount heteropyri- 
thiamine formed not greater than 1-2 
practice best work the top part the 
linear range with amounts enzyme that will form 
0-7 product, because the determination 
heteropyrithiamine becomes increasingly subject 
error with decrease its 

AsHLEY 


724. Fixed soil potassium: nature the 
fixation and liberation processes. II. Improved 
extracting solutions for determining available soil 
potassium with quick tests. Revised procedure 
for determination exchangeable potassium, sodium, 
magnesium, and calcium soils with the Beckman 
Model flame spectrophotometer. Dubrovin 
(Univ. Wisconsin, Madison, 
Abstr., 1956, 16 (10), 1764-1765.—-I.—Further tests 
were made with the Kolterman 
determining fixed soil (cf. Soil Sct. Soc 
Amer., 1953, 17, results, ascribed 
decomposition the are noted and the 
effects substituting Na, and for 
the saturating cation were studied. 

was found that the amounts available 
soil extracted with the quick test 
were sometimes low result incomplete 
displacement. extracting solution comprising 
0-5 HCl gave satisfactory results 
the turbidimetric procedure. flame photo- 
meter used determine the NaCl can most 

the procedure with the 
Beckman flame spectrophotometer are described 
and detailed directions are given for its operation 
and for extracting cations from soils, prep. stock 
and standard solutions, and standard reference 
curves, making actual determinations and calcu- 
lating results. S.C.1. ABSTR. 

725. Determination calcium and magnesium 
solution. Kopteva. Timiryazevsk. 
S.-Kh. Akad., 1956, (2), Ref. Zhur., Khim., 
1957, Abstr. No. 41,443.—To the boiling aq. extract 
the soil (50 100 ml) acidified with 10% acetic 
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(to precipitate Ca) and excess (10 ml) soln. 
(to precipitate Mg). Add the boil- 
ing soln. third its volume aq. and 
keep hot for Filter, wash the ppt., and 
determine the with KMnO,. Then add the 
KI. Stand the soln. the dark for min. 
and titrate with 0-1 0-01 Na,S,O, determine 
Mg. The accuracy the method 


726. Some factors affecting the accuracy the 
flame-spectrophotometric determination mag- 
Gainesville, Abstr., 1956, (12), 
effects extraneous ions were 
studied 285-2 Na, Mn, Cu, and 
were the only ones having influence. The 
Fe, Ca, Cl-, acetic acid and were easily 
eliminated dilution keeping their concn. 
constant both the standards and unknowns. 
Silica was removed from the soln. dehydration 
procedure. For the determination soils, 
and were pptd. adding dil. aq. 
(1:1) until the was 6-5. WHITTON 


"97 


727. Rapid determination magnesium mixed 
fertilisers. van Thiel and Tucker 
(G.L.F. Soil Building Service, Terrace Hill, Ithaca, 
N.Y., U.S.A.). Agric. Food Chem., 1957, 
(6), procedure outlined provides 
means overcoming interference the 
EDTA titration, their pptn. with 
low enough prevent co-precipitation Mg. 
The method rapid, accurate and reliable (cf. 
Cheng al., Anal. Chem., 1952, 24, 1640). 

ABSTR. 


728. Spray application problems. XXI. The 
rapid assessment deposits copper fungicides. 
Martin (Long Ashton Res. Sta., Bristol, 
England). Ann. Rep. Agric. Hort. 
Bristol (Publ. 1956), 1955, 

XXII. Determination captan deposits. 

XXIII. Determination deposits DDT, 
y-BHC, and chlorbenside. Martin and 
Batt. 


729. Colorimetric determination toxaphene. 
Hornstein (Ent. Res. Branch, Agric. Res. Service, 
U.S. Dept. Agric., Beltsville, Md., U.S.A.). 
Agric. Food Chem., 1957, (6), 446-448.—The 
method, based the reaction the several related 
compounds toxaphene Strobane mixture 
chlorinated with thiourea the presence 
alkali give yellow colour, has been developed 
lucerne and butterfat extracts. Interference from 
other chlorinated insecticides was encountered 
only from heptachlor and chlordane. 

ABSTR. 


Organophosphorus insecticides. Chrom- 
atography and detection certain complex phos- 
phoric and thionophosphoric esters. Vigne, 
Tabau and Fondarai (Fac. Méd., Marseille). 
Bull. Soc. Pharm. Marseille, 1956, 49-53.—In 
addition the methods described elsewhere 
(Anal. Abstr., 1958, 731) the compounds may 
located treatment with (intensified 
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New method chromatography, half 
inverse-phase and half direct-phase. Vigne, 
55-57.—The separation depends 
taneous operation two chromatographic systems, 
one inverse-phase with substance migrating 
the oil, one direct-phase with substance migrating 
the water imbibed the cellulose. only the 
lower half the paper oil-impregnated, diethyl 
4-methyl-2-tsopropylpyrimid-6-yl 
nate forms almost stationary spot, but 
unidentified impurity can eluted pure. 

CHEM. ABSTR. 


731. Chromatography and detection 
methyl-2-isopropylpyrimid-6-yl phosphorothionate 
and diethyl 
(Fac. Méd., Marseille). Bull. Soc. Chim. France, 1955, 
two compounds were separated 
inverse-phase chromatography paper impreg- 
nated with silicone grease, with conc. aq. 
ethanol water (1:3:5) the mobile phase. The 
spots were detected with iodine with soln. 
trichloroacetic acid and soln. 

N.E. 


732. Organic phosphorus-containing insecticides. 
II. Enzymic determination small amounts the 
Janok and Kemka (Oblastny tistav hyg. 
prace, Bratislava, Lék- 
inhibition horse-serum cholinesterase under 
given conditions phosphorus compounds ab- 
sorbed sucking air through H,O, measured 
changes produced enzymic cleavage 
acetylcholine. (See also Chem. Zvesti, 1956, 10, 
177.) 

Enzymic estimation E605 (parathion), 
and systox the air. Kemka. 
1956, 298-300.—Commercial prep. were 
evaluated the above method. Calibration 
curves are given pure systox and isosystox. 

CHEM. ABSTR. 


See also Abstracts 654, 699. 


5.—GENERAL TECHNIQUE AND 
LABORATORY APPARATUS 


General 


733. Density balance. Construction and appli- 
cations. Clasen (Metallges. A.-G., Frankfurt 
a.M., Germany). Chem.-Ing.-Tech., 1956, 28, 
48.—A very simply constructed balance described. 
built relatively simple glass parts and will 
give accuracy per for liquids 
room temp. Solidification densities can also 
determined. modification permits determination 
the coexisting liquid and vapour phases. 

II. Simple measurement the density liquid 
and solid materials with fixed balance constant. 
Clasen. 1957, 29, 110-111.—The balance 
described Part gives rapid and accurate values 
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734. simplified separatory funnel for use 
liquid amalgam reductions. Smith (Noyes 
Chem. Lab., Univ. Illinois, Urbana, 
Anal. Chim. Acta, 1957, (6), 505-509 (in English). 
—Liquid amalgams w/w) Pb, Bi, and 
are valuable quantitative reductants, but 
separation the test soln. from the amalgam 
normally difficult. The separating funnel described 
provided with special adjustable trough for the 
amalgam and side tube from efflux stopper for 
the removal the aq. test soln. specially 
useful for the preparation and storage reducing 
analytical reagents, such ferrous, vanadyl and 
titanous solutions, and the choice appro- 
priate amalgam, preferential reductions 
carried out. Thus the bismuth liquid amalgam 
can used for the preferential reduction 


735. Simple device for drying precipitates. 
Maurmeyer and (Dept. Chem., Brooklyn 
Coll., N.Y., Acta, 1957, 
563-566 (in drying apparatus 
constructed from 500-W tubular quartz 
lamp and has aluminium reflector. permits 
the drying several filter tubes simultaneously 
current air, and can used wide range 
general microchemical operations. 

Waton 


736. Controlled moisture-condensation apparatus 
for evaluation rust-preventive oils. Roden 
(A.S.T.M., 1916 Race St., Philadelphia, Pa., U.S.A.). 
Bull. A.S.T.M., 1957, (223), 55-61.—A closed-cell 
humidity apparatus that provides specific temp. 
differences between humid ambient air (100° 
120° 100% r.h.) and grit-ground steel 
surface (85° 100° described and illustrated. 
Results are obtained more rapidly (in ~100 hr.) 
and with greater reproducibility than when the 
box-type cabinet used. 
compound preservative oil applied the steel 
panel and exposed the cell until points 
rusting are apparent. BAKER 


737. Apparatus for micro-analysis inert gases. 
Florenskii (V. Vernadskii Inst. Geochem. 
and Anal. Chem., Acad. Sci., USSR, Moscow). 
Zhur. Anal. Khim., 1957, (3), 
atus for determining the sum the heavy inert 
gases (A, Xe) that are absorbed activated 
liquid air, and and described. The 
measurable gas volumes range from 200 ml. 

SMITH 


738. Automatic gas analysis for plant control. 
Kégler, Hultschig, Fischer and Weiden- 
bach (VEB Kombinat 
Germany). Chem. Tech., Berlin, 1957, (4), 220.— 
semi- and fully automatic analytical instru- 
ment, working the principle gas chromato- 
graphy, are illustrated and described. They are 
used for the continuous control gas mixtures 
(methane, ethane, isobutane and n-butane) during 
the distillation butane. Results can recorded 
within min. compared with several hours 
required Stock’s analytical method. 


739. Relation between Saybolt Universal viscosities 
and kinematic viscosities. Kinoshita (Shinagawa 
Oil Res. Lab., Showa Oil Co., Tokyo). 
Petrol., 1957, 48, analysis 


previously published experimental data (J. Fuel 
Soc. Japan, 1953, 32, 569), shown that the 
temp. range 70° and for viscosities 
centistokes (about Saybolt Universal sec.), 
the relation between kinematic viscosity, (in 
centistokes), and the Saybolt Universal viscosity, 
(in sec.), adequately represented by— 
where the temp. The accuracy almost 
exactly that the present ASTM conversion table. 
JOBLING 


740. Relation between Redwood No. seconds and 
kinematic viscosities. Kinoshita (Shinagawa 
Oil Res. Lab., Showa Oil Co., Tokyo). 
samples with viscosities 200 centistokes 
the temp. range 30° 100° are tested four con- 
ventional No. viscometers and five 
suspended level master viscometers with long 
capillary tubes different diameter. These 
results are combined with those previous workers 
and shown that the temp. range 20° 100° 
all data for viscosities centistokes (about 
Redwood sec.) can fitted the relation— 

where the viscosity Redwood No. sec., 
the kinematic viscosity centistokes, and the 
temp. This relation and conversion table 
derived from are not accurate the present 
(Ubbelohde) table for the No. 1307 viscometer, but 
better represent the data for the No. 3967 and other 
commercial Redwood instruments. JOBLING 


741. Improvements and relating method 
and instrument for measuring vacuum. 
Geratebau-Anstalt. Brit. Pat. 782,534; date appl. 
17.5.55. Switzerland, electrostatic 
potential difference set rarified atmosphere 
the charging effects radioactive radiation and 
the same time pressure-responsive ionisation 
generated the said radioactive radiation which 
counteracts the build-up the potential difference; 
the equilibrium value attained metered 
measure the pressure prevailing the rarified 
atmosphere. 


742. Measuring size distribution powders. 
Rose. Paint Tech., 1956, 20, 364.—A descrip- 
tion given commercially produced photo- 
extinction sedimentometer, suitable for determining 
the size frequency curves powders. 

Duncan 


Optical 


743. Spectrographic analysis the evaporation 
method. IV. Determination the degree con- 
densation impurities. Yu. Belyaev and 
Zaidel’ (V. Vernadskii Inst. Geochem. and 
Anal. Chem., Acad. Sci., USSR, Moscow). Zhur. 
Anal. Khim., 1957, (1), 30-40.—The degree 
condensation the condensing electrode both 
air atm. pressure and vacuo mm) 800° 
2000° under various conditions for Cd, Sb, Bi, 
Zn, Tl, Ni, Ba, and evaporated from 
ThO,, BeO, ZrO,, and U,O, has been deter- 
mined means radioactive indicators. 
1600° 2000° not affected the nature the 


Abstr. 


744. Correction the fluctuations the arc 
spectrographic determination method 
dad Radiaciones (Barcelona), Inst. Electricidad 
del C.S. An. Real Soc. Esp. Fis. Quim., 
1956, (1), line the spectrum the 
base substance close the analytical line chosen 
that any fluctuations the arc will affect both 
lines inasimilar manner. Repeated observations 
the intensity these two lines for one sample 
enable graph constructed relating small 
changes intensity the analytical line with small 
changes the intensity the base line. The 
sample and the sample plus standard addition the 
element determined are arranged contain 
the same amount the base substance, and their 
spectra are observed means the rotating sector 
method. Any difference the intensity the 
base lines the two spectra used correct the 
value obtained for the element question 
reference the correction graph obtained above. 
two examples quoted, errors and 
were reduced and respectively, 


745. The temporal synthesis and decomposition 
the emission light individual lines the 
spark and the alternating current and their 
significance spectral analysis. 
and Krempl (Tech. Hochschule, Munich, Ger- 
many). Arch. 1956, 27, 621-627.— 
The methods and apparatus used emission spec- 
trum analysis are discussed and described. new 
arrangement described which allows the light 
emission spark discharges followed time 
intervals small sec. relation between 
the intensities single lines and the course 
current and voltage could established. The 
spark showed that the maxima emission lines 
occur the sequence decreasing degree ionisa- 
tion. obtain correct results quant. spectrum 
analysis only lines similar excitation charac- 
teristics should compared with each other. 

CHEM. ABSTR. 


746. Spectrochemical d.c. arc analysis solutions 
adsorbed paper. Mirone (Ist. Chim. 
como Univ. Bologna). Ann. Chim., 
Roma, 1957, (5), strip Whatman 
solution containing the element deter- 
mined and solution containing the 
element used reference standard. The 
strip dried, then stuck round carbon electrode 
3mm diam.) with drop mastic, and 
burnt d.c. arc. The method applicable 
the determination 0-1 0-2 Co, with 
internal standard, and can also used for the 
determination elements separated paper 
chromatography. The mean error determina- 


Thermal 


747. automatic adiabatic low-temperature 
calorimeter. Stull (Dow Chemical Co., 
Midland, Mich., U.S.A.). Anal. Chim. Acta, 
1957, (1), (in calorimeter 
designed for use temp. from 330° 
The sample environment automatically main- 
tained virtually the same temp. the sample 
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container, and all factors necessary for the calcula- 
tion results are controlled and recorded auto- 
matically. The specific heat, the heat melting 
and the calculated purity sample n-heptane 
have been determined with this instrument, and the 
results are compared with published data. 


748. calorimeter for the precise 
determination purity. Pilcher (Carnegie Inst. 
Technol., Pittsburgh, Pa., U.S.A.). Anal. Chim. 
Acta, 1957, (1), 144-160 (in 
calorimeter measures the temp. solid liquid 
equilibrium function the fraction the 
sample melted. From these measurements the 
mol. fraction impurity deduced. experi- 
mental value the heat fusion the substance 


749. Melting-point purity determinations: limita- 
tions evidenced calorimetric studies the 
melting region. McCullough and Wadding- 
ton (Petroleum Exp. Sta., Bartlesville, Okla., 
Anal. Chim. Acta, 1957, (1), 80-96.— 
Examples are taken from 125 m.p. determinations 
the calorimetric method. some approx. 
linear relationship shown between temp. and 
1/fraction melted, and the validity the method 
for purity assessment these samples thus 
supported. examples this relation- 
ship not linear and the anomalies are attributed 
non-homogeneous distribution impurity the 
liq. phase non-equilibrium distribution im- 
purity between solid and liq. phases. the 
examples show evidence the formation solid 
soln., with consequent probable error 200% 
the impurity values (corresponding usually 
the purity values) for one-third the 
determinations. proposed minimise the 
solid soln. effect freezing samples rapidly. 

JoHNSON 


750. automatic (or semi-automatic) apparatus 
for the determination melting curves. 
Smit and Kateman (Central Inst. for Physico- 
chem. Constants, Utrecht, Netherlands). 
Chim. Acta, 1957, (1), (in English).—A 
calorimeter previously described for hand operation 
(cf. Smit, Rec. Trav. Chim. Pays-Bas, 1309) 
now equipped for automatic recording heating 
curves with accuracy 0-001° range 
The apparatus can used for temp. 
200°. JOHNSON 


751. Errors occurring the determination 
temperature heat content curves. Smit 
(Central Inst. for Physicochem. Constants, Utrecht, 
Netherlands). Anal. Chim. Acta, 1957, 
23-35 (in English).—Errors due low transition 
rates, low diffusion rates and low rates heat 
transfer are discussed. Attention drawn the 
merits the thin film method alternative 
methods which stirring used, and the errors 
that attend the former method receive mathemati- 
cal treatment. JOHNSON 


752. Some considerations governing the choice 
method for purity determinations cryoscopy. 
Herington (Chem. Res. Lab., Teddington, 
England). Anal. Chim. Acta, 1957, (1), 15-22 
(in English).—Methods are described for deducing 
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the percentage purity substances from time 
temp. curves for both freezing and melting proced- 
ures the dynamic type. The purity several 
samples the same substance compared 
melting them separate cavities copper block 
and comparing the time-temp. curves that are 
obtained simultaneously means thermocouples 
and multiple-point recorder (cf. Handley, Anal. 
Abstr., 1958, 753). JoHNSON 


753. Experimental methods for the determination 
purity cryoscopy current use the Chemical 
Research Laboratory, Teddington. Handley 
(Chem. Res. Lab., Teddington, England). 
Chim. Acta, 1957, (1), 115-124 (in English).— 
The apparatus previously described (cf. Herington 
and Handley, Brit. Abstr. 1950, 381) for the 
determination freezing-point curves improved 
certain details. m.p. apparatus designed 
with special regard efficient heat transfer through- 
out the sample. The differential m.p. procedure 
outlined Herington (Anal. Abstr., 1958, 752), 
for the comparison five samples simultaneously, 
described further practical detail. 


754. Calculation cryoscopic data. Saylor 
(Nat. Bureau Standards, Washington, D.C., 
Anal. Chim. Acta, 1957, (1), 36-42 
(in are proposed for decreasing 
the errors caused scatter data and failure 
recover from supercooling. These methods depend 
the optical projection calculated curves upon 
the actual data and involve new interpretation 
the nature recovery from supercooling. 

JOHNSON 


755. The evaluation cryoscopic constants for 
use the determination purity the freezing- 
point method. Barnard-Smith and 
White (British Petroleum Co. Ltd., Sunbury, 
England). Anal. Chim. Acta, 1957, (1), 125-132 
(in English).—Modifications the freezing-point 
apparatus described Rossini al. (Brit. Abstr. 
1946, 215) enables cryoscopic constants 
evaluated. From these measurements impurity 
contents are derived with accuracy +20% for 
compounds with heat fusion lower than 
kg-cal. per mole and for compounds with 
heat fusion greater than that value. 


Electrical 


756. Zone-electrophoresis agar gel. 
Bockemiiller and Oerter (Chemotherapeutisches 
Forschungsinst. Georg-Speyer-Haus, 
a.M.). Naturwissenschaften, 1956, (17), 398.— 
Agar especially purified washing and electro- 
dialysis suitable for zone-electrophoresis. Sharp 
boundaries are obtained and excellent photographs 
are given with the Philpot-Svensson optical 
system. simple instrument briefly described 
and illustrated. KAWERAU 


757. PVC carrier material electro- 
phoresis. Stegemann (Med. Forschungsanstalt 
der Max-Planck-Gesellschaft, 
wissenschaften, 1956, (22), 518.—A made 
from poly(vinyl chloride) fibres (S. 
papier Nr. has good strength, dry wet, and 


753-762 


shows little tendency endosmotic migration the 
buffer during the electrophoretic run. For 
satisfactory run the wetting property this 
The extreme thinness the and its reduced 
water content enables higher voltages used, 
with corresponding greater resolution the frac- 
tions. This chemically inert consider- 
able advantage when using locating reagents that 
contain high concentrations acid alkali, 
colour reagents that react with cellulose and its 
breakdown products. KAWERAU 


758. Use the zinc phosphate electrode 
potentiometric analysis. Ivanova and 
Kovalenko (Rostov State Univ.). Zhur. Anal. 
Khim., 1957, (2), electrode 
prepared electrolytic phosphating zinc 
electrode dil. sodium phosphate soln. 
for hr., and then leaving for one day 
the same soln. can used for separate 
reference electrode. Titration carried out with 
sponds pptn. all the Ca, and the second 
pptn. all the Mg. SMITH 


759. Coulometric titration with constant voltage. 
The standardisation new current- and voltage- 
stabiliser. Szalontai and Szendrey (Dept. 
Chem., Tech. Univ. for the Heavy Ind., 
Hungary). Magyar Kém. Foly., 1957, (4-5), 
theoretical basis the coulometric 
titration with const. intensity current sum- 
marised. current- and voltage-stabiliser, which 
connected the mains, and its calibration, 
described. change the mains voltage 
causes change the d.c. used for the coulo- 


760. Square wave Laitinen 
and Hall (Noyes Chem. Lab., Univ. 
Urbana, U.S.A.). Anal. Chem., 1957, (10), 
redox, pptn., and 
complex formation reactions are described. Success- 
ful titrations were carried out with iodine arsenite, 
ferrous and ferrocyanide re- 
actions. Equimolar mixtures I-, Br- and Cl- 
were titrated with AgNO, yield three successive 
end-points with coeff. variation 0-5%. 


761. Polarographic cell for continuous moni- 
toring ion-exchange effluents. Mann 
(Dept. Chem., Univ. Texas, Austin, U.S.A.). 
Anal. Chem., 1957, (9), 1385-1386.—The cell 
described permits continuous analysis when the ion 
being studied determined polarographically. The 
max. flow-rate permissible through the ion-exchange 


762. Polarocoulometry: method 
measuring concentration. Prozst and Pods 
(Tech. Univ., Budapest, Hungary). Period. Poly- 
tech., 1957, (1), the method described, 
dropping mercury electrode used, but instead 
polarographic technique, the current passing 
given time measured. suitable hydrogen 
microcoulometer described, which can used 
with any standard recording apparatus. 

CUMMINS 


Abstr. 763-765 


763. Quantitative radiochemical methods 
determination the sources natural radioactivity. 
Rosholt, jun. (U.S. Geol. Survey, Denver, 
Colo, U.S.A.). Anal. Chem., 1957, (10), 
1408.—The contribution several key nuclides 
groups nuclides total radioactivity must 
determined studying the state equilibrium 
natural radioactive source. Chemical procedures 
with carriers are described for separating specific 
elements, well the measurement techniques 
used determining the abundances the indi- 
vidual isotopes. Proctor 


764. Well-bottom container improves 
counting. Dratz (Veterans Admin. Hosp., 
Atlanta, Georgia, Nucleonics, 1957, 
(8), 83-85.—A counting assembly that comprises 
specially shaped container which fits over in. 
in. Nal crystal described. The sensitivity 


ERRATUM.—September (1956) issue, abstract 2738, line 26. 
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such that 0-005 can counted with 


HUNTER 


765. improved mass spectrometer for the 
analysis hydrogen containing low concentration 
deuterium. (Inst. Nucl. Sci., 
Belgrade, Yugoslavia). Bull. Inst. Sci., 
83-91.—A mass spectrometer for 
measuring and comparing isotope ratios samples 
gaseous containing from 0-003 1-0 mol. 
described and illustrated. One (non- 
calculable) factor mass discrimination elimi- 
nated ion source without magnetic field; 
other factors are provided for and direct measure- 
ment can made with error 3%. When 
samples are compared, the error only 
the region The accuracy for samples 

BAKER 
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ABBREVIATIONS 


Certain abbreviations everyday use are not included the following list. When any 
doubt might arise from the use abbreviation symbol the word printed full. 


alternating current 
unit 
anhydrous 
approximate, 
aqueous millimolar. 
atmospher-e, millivolt 

British thermal unit molar 
calorie (large) 
calorie (small) normal (concentration) 
centimetre optical rotation 
coefficient ounce 


parts per million 


milli-equivalent milli-equiv. 
milligram 

millilitre 

millimetre. 

millimicrogram 


concentration per cent, 


constant per cent. (vol. vol.) 
corrected per cent. (wt. vol.) 
crystalline. per cent. (wt. wt.) 
crystallised potential 
cubic precipitate (as noun) 
current density precipitated 
cycles per second precipitating 
density, relative preparation 
direct current quantitative, -ly 

ethylenediaminetetra-acetic refractive index 

relative band speed 

electromotive force relative humidity 
equivalent revolutions per minute 
gram-molecule saturated calomel electrode 
half-wave potential second (time) 
hour 
hydrogen ion exponent solution 
insoluble specific rotation 
international unit square centimetre ‘ 
kilogram standard temp. and pressure 
temperature 
ultra-violet 


vapour density 
maxim-um, 


melting-point 


m.p. 

(not 

wavelength 


. 
. 
. 
. 
. 
. 
. 
. 


. 
. 
. 


addition, the following symbols may used conjunction with numerical values 

mathematical expressions— 


The principal Pharmacopoeias are denoted B.P., U.S.P. D.A.B., together with the 
identifying roman numeral year. 


Valency states are represented superscript roman numeral, ¢.g., Substances 


the ionic state are represented Fe*+, etc., for cations and 
etc., for anions. 


min, 
mol, 
. af 
(v/v) 
(w/v) 
(w/w) 
p.d. 
ppt. 
pptd. 
pptg. 
pptn. 
prep. 
qual. 
quant. 
recryst. 
r.h. 
sap. val. 
sec. 
sol. 
soln. 
gr. 
sq. 
s.t.p. 
temp. 
vol. 
microlitre 
micromole 
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Certain abbreviations everyday use are not included the following list. 
doubt might arise from the 


ABBREVIATIONS 


When any 
use abbreviation symbol the word printed full. 


anhy drous anhyd. millimetre. 
approximate, -ly approx. millimicrogram 
aqueous aq. millimolar. 
atmospher-e, -ic. atm, millivolt 
boiling-point b.p. minute (time) min, 
British thermal unit molar (concentration) 
calorie (large) kg-cal. molecul-e, -ar mol, 
corrected per cent. (wt. vol.) (w/v) 
crystallised potential difference p-d. 

cubic precipitate (as noun) ppt. 
current density c.d. precipitated 
cycles per second c/s precipitating 
dilute. dil. qualitative, -ly qual. 
ethy lenediaminetetra- acetic refractive index 

equivalent equiv. revolutions per minute 
gram-molecule mole saturated S.C.E 

half-wave potential Ey second (time) . sec. 
hydrogen ion exponent solution soln. 
international unit square centimetre sq. 


addition, the following symbols may used conjunction with numerical values 
mathematical expressions— 


The principal Pharmacopoeias are denoted B.P., U.S.P. D.A.B., together with the 
identifying roman numeral year. 


Valency states are represented superscript roman numeral, Substances 
the ionic state are represented etc., for cations and Cl-, 
etc., for anions. 
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